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Results are reported for the analysis of deer serum samples received at MPI Research from
Dalton Utilities. The MPI Research study number assigned to the project is L0019345. Table |
lists the target analytes quantitated for the samples.

Table I. Target Analytes for Quantitation

Compound Name Acronym
Perfluorooctanoic Acid C8 Acid or PFOA
Perfluorooctanesulifonate C8 Sulfonate or PFOS

Two samples were received from Dena Haverland at Dalton Utilities for this study. The samples
were collected on October 02, 2009. The samples arrived on October 06, 2009 via Fedex and
were logged in under MPI Research login number L0019345. The shipment was received
frozen on dry ice. The samples were stored frozen at approximately -80°C from receipt until

analysis. Chain-of-custody information is presented in Attachment A.

3.1 Serum Sample Preparation

311

3.1.2
313

314

315

3.1.6

317

Measure 1 mL of serum sample into a 50 mL disposable centrifuge tube and fortify, if
appropriate. Add 0.2 mL of a 100 ng/mL WIS for a final concentration of 0.5 ng/mL.

Add water to sample for a final volume of 20 mL. Cap tightly and vortex for ~1 minute.

Transfer 1 mL of the sample using a disposable pipette into 15 mL disposable centrifuge
tubes. Add 5 mL of ACN and shake for ~20 minutes on a wrist action shaker.

Centrifuge tubes at ~3000 rpm for ~ 5 minutes. Carefully decant supernatant into a 50 mL
disposable centrifuge tube and add 35 mL of water.

Place the unconditioned SPE columns on the vacuum manifold. Condition the SPE
columns by passing ~ 10 mL of methanol through the column followed by ~ 5 mL of water.
The washes may be pulled through the SPE column using vacuum at a flow rate of ~1
drop/sec or may be allowed to pass through the column unaided. Discard all washes. Do
not allow the column to dry.

Load the sample onto a conditioned SPE column . Discard the eluate. Any analyte
residues will be trapped on the SPE column at this point.

Elute with 2 mL of methanol. Collect 2 mL of elute into a graduated 15 mL centrifuge tube.
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3.2 Sample Analysis by LC/MS/MS

In High Pressure Liquid Chromatography (HPLC), an aliquot of extract is injected and passed
through a liquid-phase chromatographic column. Based on the affinity of the analyte for the
stationary phase in the column relative to the liquid mobile phase, the analyte is retained for a
characteristic amount of time. Following HPLC separation, mass spectrometry provides a rapid
and accurate means for analyzing a wide range of organic compounds. Molecules are ionized,
fragmented, and detected. The ions characteristic of the compounds are observed and
quantitated against extemnal calibration standards.

An HP1100 system interfaced to an Applied Biosystems APl 4000 LC/MS/MS was used to
analyze the sample extracts for quantitation. *A gradient elution through a Phenomenex Luna 3y -
C8(2) Mercury, 20 x 4.0 mm column was used for separation.

The following gradient was performed:

Mobile Phase (A): 2mM Ammonium Acetate in Water

Mobile Phase (B): Methanol
Time %A %B
0.0 90 10
0.5 90 10
2.0 10 90
50 10 90
51 0 100
6.0 0 100
6.1 90 10
10.0 90 10

The following parameters were used for operation of the mass spectrometer:

Parameter Setting
fonization Mode Electrospray
Polarity Negative
Transitions Monitored 413—369 (PFOA)
49980 (PFOS)

415370 (Internal Std. °C PFOA (m+2))

50380 (Intemal Std. °C PFOS (m+4))
Gas Temperature 450°C

4 . Analysis by LCMSMS

4.1 Calibration

For the serum sample analysis, a 6-point calibration curve was analyzed throughout the
analytical sequence for PFOA and PFOS. The calibration points were prepared at 0.1, 0.2,

0.5, 1.0, 2.0, 5.0 ng/mL (ppb) each containing 1.0 ng/mL *C-PFOA (m+2) and “C-PFOS
(m+4).
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4.2

4.3

4.4

5 DataSummary ..

6 Data/Samplé Retention

The ratio of the analyte concentration to the IS concentration versus the ratio of the analyte
instrument response (area) to the IS response (area) was plotted for each point. Using linear
regression with 1/x weighting, the slope, y-intercept and coefficient of determination () were
determined. A calibration curve is acceptable if ¥ > 0.985.

For the results reported here, calibration criteria were met. The calibration curves are included
in the raw data in Attachment C.

Laboratory Control Spikes

Laboratory control spikes in the analytical set were prepared during each extraction set by
adding a known concentration of the analyte to deer serum controls. Laboratory control spikes
are used to assess method accuracy. The laboratory control spikes must show recoveries
between 70-130% or the data is rejected. For the results reported here, the laboratory control
spikes were within the acceptable range. Laboratory control spike recoveries are given in
Attachment B.

Matrix Spikes

One matrix spike was prepared by adding a known concentration of the target analyte to a
sample. Matrix spikes are used to assess method accuracy in the matrix. The matrix spikes
should show recoveries between 70-130%. For the results reported here, the matrix spike was
within the acceptable range with the exceptions of:

L19345-2 (Deer # 7 3.5 yr male serum) Spk C at 1000 ng/mL for PFOS, which gave low
recovery of 68%.
Laboratory Duplicates

One sample was prepared in duplicate and analyzed. Duplicate results are given along with
the sample results in Attachment B.

Please see Attachment B for a detailed listing of the analyticai results. For the serum samples
the results are reported in parts per billion (ng/mL) on an as-received basis.

Samples are disposed of 60 days after the report is issued unless otherwise specified by the
project manager. All electronic data is archived on retrievable media and hard copy reports are
stored in data folders maintained by MPI Research. Hardcopy data is stored for a minimum of

five years. The client will be notified 30 days prior to the disposal of hardcopy data.
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7.2

7.3

Attachment A: Chain of Custody
Attachment B: Analytical Results

Attachment C: Raw Analytical Data for Water

DAt
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Mark Neeley, Resedrch Chesfiist Associate |

z

Date

o]

Robert Zhu, Mahager, Analytical
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Mattawan (Corporate Headquarters) State College
54943 North Main Street 3058 Research Drive

’ I Mattawan, MI 49071-9399 State College, PA 16801
; (269) 668-3336 Phone (814) 272-1039 Phone

RESEARCH (269) 668-4151 Fax (814) 231-1580 Fax

®  login______

Login Group: L0019345

Login #: 19459 Conform COC Sample: True
Project: P0005195 Conform COC: True
Company Name: Dalton Utilities Conform Sample: True
Submitted By:  Dena Haverland Conform Request: True
Login Type: Immediate Receipt of Samples

Started: True

Date Start: 10/27/2009

Due Date: 11/06/2009

Login Initiated: 10/27/2009

Received By: Ammerman, Mark

Spread Sample:

Label:

MPI SD/PI: Zhu, Xiang

Project Title/Type: PFOA and PFOS Analysis of Serum Samples By LC/MS/MS / ROUTINE

Login Notes:

Packages / Containers

Package Carton ' Date / Condition Shipper/ 1D Temp. Control/Temp. Direction / Handled By
K0022041 Received Date: 10/6/09 10:25 FEDEX Dry lce RECEIVED
Package & Contents Uncompromised 8694 2057 8178 -79.2 Ammerman, Mark
Zontainer # Gross Weight pH Container Type Preservative Mfg. Lot Mfg. ID
i )604 3.10¢g 2 ml clear plst vial NONE
C0457605 3.10g 2 ml clear plst vial NONE
~ C0457606 3.20¢9 2 ml clear plst vial NONE
C0457607 3.10¢g 2 mi clear plst vial NONE
C0457608 3.10g 2 ml clear plst vial NONE
C0457609 3.10g 2 ml clear plst vial NONE
C0457610 3.20g 2 ml clear plst vial NONE
C0457611 3409 2 ml clear plst vial NONE
C0457612 3.10g 2 ml clear plst vial NONE
. C0457613 3.109 2 ml clear plst vial NONE
C0457614 3.10¢g 2 ml clear plst vial NONE
C0457615 3.20¢g 2 ml clear plst vial NONE
C0457616 3.10g 2 ml clear plst vial NONE
Cc0457617 3.10g9 2 ml clear plst vial NONE
C0457618 3.10¢g 2 mi clear plst vial NONE
C0457619 3.10g 2 mi clear pist vial NONE
C0457620 3.10¢g 2 ml clear pist vial NONE
C0457621 3.10g 2 ml clear pist vial NONE
3209 2 ml clear pist vial NONE
3.10g 2 mi clear plst vial NONE
0/27/2009 Report Version: Jan 7 2009 2:39PM Instance: 4 R0591691
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Samples

Sample ID Container Matrix System System Matrix Sample Date Sampled Date Due

L0019345-0001 LIQUID Deer Serum Deer #6 0.5 yr female-serum 10/02/2009 11/06/20{' ;
' C0457604 ‘

C0457605
C0457606
C0457607
C0457608
C0457609
C0457610
C0457611
C0457612

C0457613

'L0019345-0002 LIQUID Deer Serum Deer #7 3.5 yr male-serum 10/02/2009 11/06/2009
C0457614

C0457615 . i :)
C0457616
C0457617
C0457618
C0457619
C0457620
C0457621
C0457622

C0457623

Login Reviewed By:

Date/Time: /fﬁd\’é_? /{//p

X7

0/27/2009 Report Version: Jan 7 2009 2:39PM Instance: R0591691
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> MPI

MPI Research Contact:

RESEARCH

Daniel Wright

Send Report To:
Company: Dalton Utilities

1200 VD Parrott JK Parkway, PU BoX 869
Address:

City, State, ZIP: Dalton, GA 30722-0869

Attention: _Dena Haverland

Phone #: _706-529-1010
Fax#  706-529-1271

dhaverland@dutil.com

Email:

Study/Job #:

Signature/Date:

Printed Name:

Please fax this form before sending samples.

Please send samples to shipping and receiving:
3048 Research Drive, State College, PA 16801
T: (814) 272-1039 o F: (814) 272-1019

Turnaround time (T AT) requirements:
Results Due Date: 3 O Ay

Preliminary Results Format:  Verbal Fax
Report Due Date: 20 Aa )/ 4

Storage Conditions Safety Information

Room temperature Special handling:

°r MSDS attached

OTra Tow freezer Controlled substance:

Desiccated

Lighting required HAZARDS:

S (O . Please fill in the diamond HMIS/NFPA

Stability (°C/%RH): (0 4) if appropriate
Stabality time period:

Client ID# Lot/ Amt. Sent/ #of Matrix Date & Time Tests Requested
: Description . Control # |  Weight _ _ Bottles
Deer $ N
0.5 yr _ female-Secun [Om | | 10 |Aeer|lofa)oq i:08em |PFoA/PFoOS
2 Deer },5 as . v
i Z.s‘yr Female - puscle requss fed | [dag |deer 10/2./09 2:2%am |PFOA |PFo S
eer £ 6 ’
. 0.5‘%»# f;n&{c— Liver Whole | ] bas |dzer|10/2]09 2:308m PLoA[PE0S
0
g {:ﬁcy;?/"]ale - Seram [Onm{ | 10 \deer |10/2]0F 145 m PFoA | PFes
ecr : ¢ as [} —-—
7 3. 5‘}11‘ Mﬁ/‘ ’M“fC/é re?ué’frlf( / Aﬁlc d(lf“ /0/1,/07‘2.'75_&“ PF&&/P/'O.;
Deer #7
g 3C-C§—>,n M 4/3 'L iver ero/e ’ bA’S a(fc'f‘ /0//(,/07}"7’5]’1,” PF&AI/Pf_& S
8
9
10
PO #: Notes:
’ Relinquished by Date Time Received by Date Time
D Rusdl Kool 19)5)59 Hfﬁ-r”“‘“\@@ o7y T

GTREE

Admimstrative Forn
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RESEARCH

TEMPORARY SAMPLE STORAGE FORM

To be completed during ExyLIMS Login

Project #: ’/o 5191
Login #: L 193us
Initials / Date: /A fo/Z’} 2

One form to be completed for each package

Date / Time Received: /A/oG /6’? /825

Received By: {M@L yal e pmen

Shipper: Fed€X

Shipper Package ID: LM 2257 ¢r78
Temperature (deg C) / Thermometer |D: =79 /Dmo/’m'
Temperature Control Method: /44 Vi (i %v’?
Temporary Storage Location: 7/}((@»- b

Condition of sample(s):

=~ Good - Package and contents uncompromised
___Fair—Package damaged / contents uncompromised
____Poor - Package and contents compromised

Notes:

LIBRARY ID: V0001402-5 LABORATORY FORM



g@ USAirbill . a= 8L9Y4 2057 8178

Lo e emindy S Recipients Copy o
4a Express Package Service . Packages up to 150 Ibs.
AR O [ EEimte

wil be defvered on Saturdey Dafivery NOT avaltable. delivery 10 select loctiona.
SATURDAY Dolvery is Swusrday Defvery NOT avakable.

Express

_dmaa

FedEx 2Day

Date \.\,\mt“\\.a 1
0 ggﬂ«u? O T buse s
unbest SATURDAY Dalivery is selected.

Sender's | H 4
Name \.v TN 3\ \ .y

P . ho M Lt . L L FodEx Ewelops e not evedsiis. Mikmum chergs: One-pound rets._——) “To mostiocotons.
Company ,m\.,,(ﬁs? PR S Jisa g o LE T # - an Express Freight Service Packages over 130 fbs.

Address LA B mu\m‘ Soay e o N

R
| S A FedEx Pak* FedEx FedEx ESE
= D Envelope* D Nﬁrwm?li D Box D Tube

City xw Flhient State
FedEx Large Pak, snd FedEx Sturdy Pekc * Dactersd vaive lerit $500.

2 Your Internal Billing Reference

3 To [T Rotswiettotor
Reciph i (38 B0 BV N FedEx Standerd avaisbie Aveleble
zwm__..ﬂm:? 6, 3N w m( T .n M\w + Phone . .N w P m \!n“w I@.mﬂ Qsﬂ.wﬂmﬁi ﬁm.wa?ﬂa% gc!ﬁ.«ﬂmﬂ%:g

e 4 ; i f | i -
g { o - .y ; ‘
Company \?M% N \M LR m.u F \\). M - EZQ Dw.mwa.li D «ﬂu&.i..?%ia wz _a.wcziL.l,Lmv..lnMe
b 5 - ) 3 . Damgerous goods finclucing dry es) cmmat b shipped in FedEx peckaging. D Cargo Aircraft Only
e e B = RV W I N /__ +7 Payment gilm DUNEEE N
We cannot defiver to P.0, banes or P, ZIP codes. g DegtFoorfSineRoom BTG Sl D L G
L o G v “hdserder [ Recipent [ ] ThirdParty  [] CreditCard [ ] CastCheck

{
]
§
g
i
g
3
GEEEESY 0081 XIP31000081 WIOI'XBPD}

Address
To request a packsge ba held at # specific FedEx location, print FedEx address here.

S R T e T T i P
RTINS S o 3-SR ) - B2 S
RSN L.A.na.— 1A \.ﬂ___.rﬁn. T \.m._..- __:H. FLN ¢ S T

oSt Col o amlA m(fB0] i e

NI =

— for- " 5ign for defvery, Fee applise,

as.agw!!&.paastaf%%{kzaisffz;?i? Creck Card Auth
; p”

, N
g—‘ -8 Residential Delivery Signaturd Options  rvcureare s s, ceck rectoienct

No Signature Direct Signature __.&Bﬂmﬁnaa
cc::ma Someons &t recipient’
v.ntia:_x_“» D Hﬁﬂa\wuﬁu D m§ .mmD

|l

without

8694 2057 8178 ) Fire Dte 10/08-Part FISAZET-OT9M-2008 FocEx-PRINTED IN .S A SAY







3058 Research Drive
State College, Pennsylvania 16801 USA
Telephone: 814.272.1039

RESEARCH  fasi2r2100 Ana|ytical Repor‘t

Summary of Fluorochemical Residues in Serum Samples

PFOA PFOS
Perfluorooctanoic Acid Perfluorooctanesulfonate
Analyte Analyte
Found Found
Sample ID (ng/mL, ppb) (ng/mL, ppb)

Deer # 7 3.5 yr male-serum NQ 670"
Deer # 7 3.5 yr male-serum* NQ 6714
Deer # 6 0.5 yr female-serum ND 113

*Laboratory Duplicate
ND = Not detected = Response is below the LOD of 1.0 ng/mL (ppb).
NQ = Not quantifiable = Response is between the LOD and the LOQ of 10 ng/mL (ppb).

" The corresponding Matrix Spike recovery was outside the acceptance criteria of 70-130%,
therefore the sampie values should be considered an estimate.



MPI

RESEARCH

3058 Research Drive

State College, Pennsylvania 16801 USA
Telephone: 814.272.1039

Fax: 814.272.1019

Recovery Summary of Fluorochemical Residues in Serum Samples

PFOA PFOS
Amount { Amt Found Amount Amt Found Amount
Sample Spiked in Sample Recovered Recovery in Sample Recovered Recovery
Description {ng/mL) (nglmL) {ng/mL) (%) {ng/mL) {ngimL) (%)
LCS A (Data set 110309A) 10 ND 10.1 101 ND 9.99 100
10 ng/mL
LCS B (Data set 110309A) 50 ND 47.7 95 ND 47.9 96
50 ng/mL
LCS A (Data set 110509A) 10 N/A N/A N/A ND 10.5 105
10 ng/mL
LCS B (Data set 110609A) 50 N/A N/A N/A ND 49.2 98
50 ng/mL
Deer # 7 3.5 yr male-serum 50 NQ 51.0 102 670 b >
(L19345-2 Spk C, 50 ng/mL Lab Spike)
Deer # 7 3.5 yr male-serum 1000 N/A N/A N/A 670 1350 68*
(L19345-2 Spk C, 1000 ng/mL Lab Spike)

ND = Not detected = Response is below the LOD of 1.0 ng/mL.
NQ = Not quantifiable = Response is between the LOD and the LOQ of 10 ng/mL.

* The Matrix Spike recovery was outside the acceptance criteria of 70-130%, therefore the sample values should be considered an estimate.
** The endogenous level of PFOS in the sample significantly exceeds the spiking levet, therefore an accurate recovery cannot be calculated.







Sponsor Study No: NA Limit of Quantitation: 10 ng/mL Set No: 110309A

MPI Study No: L19345 Injection Volume: 15 pL Analyst: Mark Neeley
Analyte: PFOA Matrix: Deer Serum Instrument Type: LC/MS/MS Unit #9
lons Monitored: 413 -> 369 Extraction Date: 11/03/09
Site: NA Analyzed on: 11/03/09
Internal Intemal Amount
Std. Std.  Aliquot Dilution Standard Analyte  Analyte
MP| Research Sponsor Sample Sample Index Conc. Conc. Factor  Factor Peak Peak Found Added Recovery
ID 10 Code No. (ng/mL)(ng/mL) (AF) (DF) Area Area (ng/mbL)  (ng/mL) (%)
5533618 - cs 1 0.100 1.0 - - 53649 578811 - -
$533617 - cs 2 0.200 1.0 - - 102736 377969 - . -
S533616 - (&3 3 0.500 1.0 - - 239879 580849 - - -
$533615 - (%3 4 1.00 1.0 - - 496152 567252 -
5533614 - cs 5 2.00 1.0 - - 961042 576511 -
$533613 - cs 6 5.00 1.0 - - 2338317 556934 -
Methanol Wash - w 7 - - - 1023 4] - - -
Methanol Wash - w 8 1008 0 - - -
Control MC4311 Deer Serum Controt C 9 - 0.5 40 1 2392 347101 ND - -
LCS A MC4311 Deer Serum Spike A Lcs 10 - 0.5 40 1 154309 355719 101 10 101
Lcss MCA4311 Deer Serum Spike B Lcs 11 - 0.5 40 - 1 751597 374371 47.7 50 95
L19345-2 Spk C Deer # 7 3.5 yr mate-serum Spike C LF 12 - 0.5 40 1 822293 383369 51.0 50 102
119345-2 Deer #7 3.5 yr male-serum s 13 - 0.5 40 1 18517 368323 NQ - .
119345-2 Dup Deer #7 3.5 yr male-serum Duplicate S 14 - 0.5 40 1 20592 412407 NQ - -
119345-1 Deer # 6 0.5 yr female-serum S 15 - 0.5 40 1 7527 362334 ND - -
$533615 - cey 16 1.00 1.0 - - 479482 556775 1.02 1.0 -102
Analyte Found {ng/mL) = {{{{analyte peak area/IS peak area) - intercept) / slope) x IS conc.) X AF x OF Standard Curve T Linear (1/x weighted)
intercept = 0.00876
Recovery (%) = [Analyte found (ng/mL)-Anatyte found in control (ng/mL)]  x 100 Stope = 0.838
amount Analyte added (ng/mL) Coef. Of Det. = 0.9998
CS = Calibration standard LF = Lab fortified sample W = Methanot Wash
CCV = Continuing Calibration Verification FF = Fleld fortified sample ND = Not detected = Response between 0 and LOD
C = Control sample LCS = Laboratory Controt Spike NQ = Not quantifiable = Response between LOD and LOQ
S = Sample

Spreadsheet prepared by:_ Mnp__/ H-6"¢9




3058 Research Drive
State College, PA 16801

MPI

Phone: 814-272-1039
Fax: 814-231-1580

RESEARCH Internal Chain of Custody/Fortification Sheet
MPI Reseach Study Number: L19345 ' Matrix: Deer Serum
Sponsor Study/Protocol No: NA
The samples listed below were removed from Freezer No. 37
Time _ B:45 A Date_ ))-3-p¢ Initials___2ms
CLIENT SAMPLE ID MPI RESEARCH ID NUMBER | VOLUME (mL) | FORTIFICATION (ng)
na MC4311 Control 1.0 -
na MC4311 LCS A 1.0 10
na MC4311 LCS B 1.0 50
Deer #7 3.5 yr male-serum L.19345-2 Spk C 1.0 50
Deer #7 3.5 yr male-serum 1.19345-2 1.0 -
Deer #7 3.5 yr male-serum 1.19345-2 Dup 1.0 -
Deer #7 0.5 yr female-serum L19345-1 1.0 -
Spiking Solution Used Volume Used for Spiking Initial/Date
MC4311 LCS A $50033620 (200 ng/mL) 50 ul (50-250pL auto-pipette) | 1 rmv / 1-3v7
MC4311 LCS B $S0033619 (1000 ng/mL) 50 uL (50-250pL auto-pipette) | sind /71305
L19345-2 Spk C $50033619 (1000 ng/mL) 50 pL (50-250pL auto-pipette) | mpd /11302
All Samples 550032652 (100 ng/mL) 200 pL (50-250pL auto-pipette) | ot /rr-3-c 9
All samples were measured using a digital autopipet IN_£g/ .
Time__p: 4% 40 Date s+ -3¢ Initials 0
After measuring samples were returned to Freezer No. %
Time  Jo* 4% am Date /-39 Initials __ mM AL
Comments:

Analysis Summary: Data Set: _ 1703094 Initials/Date: 200/

| _11=325

Initials/Date: gt

Data Set: _ /05072

! -6 -0

Data Set: i Initials/Date:  —

[~

Set extraction/analysis data verified by: ﬁkk mé)

Date: H 5:2!’0i
Jlly 02, 2007/2
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ilyst Version: 1.4.2 MPI Study: L19%345 Operator: Mark Neeley
'rinting Time: 2:19:24 PM MPI Set No.: 110309A Instrument No.: LC/MS/MS #9
'rinting Date: Tuesday, November 03, 2009

M j1-3-49
oject: \sc1wp5556\mdrive\PE SCIEX DATA\Projects\P5195 Batch:09_110309A Serum Tab:Sample Set:SET1 AcqMethod:P5195_102
Sample

- Sample Name-|
5533618 Calibration Standard, 0.1 ng/mL 1 09_110309A11 10309A
2 15533617 Calibration Standard, 0.2 ng/mL 2 09_110309A\110309A
{SS33616 Calibration Standard, 0.5 ng/mL 3 09_110309A\110309A
15533615 Calibration Standard, 1.0 ng/mL 4 09_110309A\110309A
515533614 Calibration Standard, 2.0 ng/mL 5 {09_110309A\110309A
- 15533613 Calibration Standard, 5.0 ng/mL 6 09_110309A\110309A
. |Methanol Wash |Methanol Wash 91 09_110309A\110309A
8 |Methanol Wash | Methanol Wash 91 09_110309A\110309A
- { Control MC4311 Deer Serum Control 41 09_110309A\110309A
D |LCSA MC4311 Deer Serum Spike A, 10 ng/mL 42 09_110309A\110309A
11 [LCS B MC4311 Deer Serum Spike B, 50 ng/mL 43 09_110309A\110309A
2 1019345-2 SpkC | Deer # 7 3.5 yr male-serum Spike C, 50 ng/mL |44 09_110309A\110309A
13 1L19345-2 Deer # 7 3.5 yr male-serum 45 09_110309A\110309A
14 [L19345-2 Dup  |Deer # 7 3.5 yr male-serum Duplicate 46 109_110309A\110300A
5.1L19345-1 Deer # 6 0.5 yr female-serum 47 09_110309A\110309A
16 1SS33615 ICCV, 1.0 ng/mL. 4 09_110309A\110309A

Research, Inc.
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LC/MS/MS SYSTEM AND OPERATING CONDITIONS

Protocol No: NA

Instrument:

Computer:

Software:
HPLC Equipment:

HPLC Column:

Column Temperature:

Mobile Phase (A):
Mobile Phase (B):

MPI Study No: L19345

AB API 4000 Biomolecular Mass Analyzer, (LC/MS/MS #9)
SCIEX Turbo Ion Spray Liquid Introduction Interface
Turbo Ion spray temperature = 450 °C

Dell OptiPlex GX 110

PE Sciex Analyst 1.4
Hewlett Packard (HP) Series 1100

HP Quat Pump HP Vacuum Degasser

HP Autosampler HP Column Oven
Phenomenex Luna C8 (2) Mercury, 2cm x 4mm, 3 pm (ExyLIMS ID:
MA0052622)
35°C

2 mM Ammonium Acetate in Water (ExyLIMS ID: SL0045925)
Methanol (ExyLIMS ID: RE0047880)

Injected Volume: 15 pL
Time (min) % A % B Flow Rate
(uL/min)
0.0 90 10 750
0.5 90 10 750
2.0 10 90 750
5.0 10 90 750
5.1 0 100 750
6.0 0 100 750
6.1 90 10 750
10.0 90 10 750
Ions monitored:
Analyte Parent ion Daughter ion(s)  Dwell (secs)
PFOA 413 369 0.200
PFOS 499 80 0.200
C PFOA (m+2) 415 370 0.200
Internal Standard
C PFOS (m+4) 503 80 0.200

Internal Standard

Analyst:

Mark Neeley Mor 1-%01

MPI Research, Inc.

3058 Research Drive, State College, PA 16801
Phone: (814) 272-1039 FAX: (814) 231-1580

My 2 bref
All Handwritten Peak ID’s by:  qvpprt=fcif

(7o &




alyst Version: 1.4.2
'rinting Time: 2:19:43 PM

rinting Date: Tuesday, November 03, 2009

MPI Study: L19345
MPI Set No.:

110309A

Operator: Mark Neeley
Instrument No.: LC/MS/MS #9

MDY )1-3769

Acquisition Information:

oquisition Method:
sreated:
Last Modified:
~ment '
ynchranization Mode:
~Auto-Bouilibration:
Acquisition Duration:
aber Of Scans:
ariods In File:
acquisition Modile:
Software version

= Source:
Resolution Ql:
zsolution Q3:
ntensity Thres.:
settling Time:

MR Pause:
ZA:
tep Size:
Ql Mass (am) Q3 Mass (amu)
13.00 369.00
Ol Mass (am1) O3 Mass (amu)
415,00 370.00

<l Mass (am) Q3 Mass (am)

499.00 80.00
L Mass (amu) Q3 Mass (amu)
503.00 80.00

Dwell (msec)
200.00

Dwell (msec)
200.00

Dwell (msec)
200.00

Dwell (msec)
200.00

P5195_102909.dam
Thursday Octdber 29

Friday Octcber 30 2009 10: 56:

FFCA  PFOS

IC Sync

Off

10minOsec

732

1

Acquisition Methed

Bralyst 1.4.2

732

0.00 msec

1

MRM (MRM)

Negative

N/A

Turbo Spray

Unit

Unit

0.00 cps

0.0000 msec

5.0070 msec

No

0.00 amu
Start Stog
-32.00 -32.00
~18.00 -18.00
-13.20 -13.20

- Start Stcx

-32.00 -32.00
-18.00 -18.00
-13.20 -13.20
Start Stog
-83.00 -83.00
-88.00 -88.00
-6.00 -6.00
Start Stog
-83.00 -83.00
-88.00 -88.00

20 aM

2009 09: 35: 12 AM

Research, Inc.
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alyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
’rinting Time: 2:19:43 PM MPI Set No.: 110309%A Instrument No.: LC/MS/MS #9
‘rinting Date: Tuesday, November 03, 2009
MO 1154
) CXF -6.00 -6.00
ter Table(Period 1 Experiment 1):
AD: 7.00
CUR: 20.00
GS1: 50.00
52 40.00
3: -4500.00
TEM: 450.00
ihe: N
E -10.00
Agilent IC Purp Method Properties
“up Model : Agilent 1100 ILC Quaternary Pump
inimm Pressure (psi): 0.0
.axdmum Pressure (psi): 5801.0
Campressibility: 100.0
“2ad Volure (pl): 40.0
troke Volume (1) : -1.0
wadmum Flow Ramp (ml/min?) : 100.0
Maxdimum Pressure Ramp (psi/sec) : 290.0
tep Table:
Steg Total Time(min) Flow Rate(ul/min) A (%) B (%) C (3) D (%) TE#l TEE2 TEH3 TEM
0 0.00 750 0.0 0.0 90.0 10.0 open Open open open
0.50 750 0.0 0.0 90.0 10.0 open open open open
2.00 750 0.0 0.0 10.0 90.0 open  cpen  open  open
3 5.00 750 0.0 0.0 10.0 90.0 open open Open open
a 5.10 750 0.0 0.0 0.0 100.0 open open open open
750 0.0 0.0 0.0 100.0 open open open open
750 0.0 0.0 90.0 10.0 open open  open  open
7 750 0.0 0.0 90.0 10.0 open open open open
.rimary Flow Rate (ul/min): 200.0
Flow Sensor Calibration Table Index: 0
jilent Colum Oven Properties
weft Temperature (°C): 35.00
Right Temperature (°C): 35.00
amperature Tolerance +/- (°C): 1.00
tart Acquisition Tolerance +/- (°C): 0.50
rime Table (Not Used)
Colum Switching Valve Installed
osition for first sample in the batch: left
se same position for all samples in the batch
Agilent Autosampler Properties
atosampler Model: Agilent 1100 Wellplate Autcsampler
yringe Size (ul): 100
Injection Volume (ul): 15.00
Draw Speed (l/min):  200.0
ject Speed (pl/min): 200.0
xdle Level (mm): 0.00
Temperature Control Enabled
“stpoint (4 - 40 C): 4
ish Locatian: Flush Port
.ash Time (1 - 999 sec): 10
Not Used

Research, Inc.
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alyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
'rinting Time: 2:19:43 PM MPI Set No.: 110308A Instrument No.: LC/MS/MS #9

'rinting Date: Tuesday, November 03, 2009
Mo 11-%ef

BEquilibraticn Time (sec): 2
Enable Vial/Well Bottom Sensing No
se Custom Injector Prograr No

Research, Inc.
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1lyst Version: 1.4.2
rinting Time: 8:54:46

rinting Date: Friday,

5 Al

‘e A

MPI Study: L13%345 Operator: Mark Neeley
AM MPI Set No.: 110309A Instrument No.: LC/MS/MS #9

November 06, 2009
AL P O L e .

I 09_110309A.rdb (PFOA): "Linear" Regression ("1 / x" weighting): y = 0.838 x + 0.00876 (r = 0.9999y

4.0+

3.84

3.6

3.4

3.2

3.0

2.8+

2.6

2.4+

1.8

1.6

1.4

1.2+

1.0+

0.8+

0.6 1

0.4+

0.2+

02 04

06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50
Analyte Conc. /IS Conc.

. Research,

Inc.
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1lyst Version:

1.4.2

MPI Study:

119345

Operator:

Mark Neeley

rinting Time: 8:55:27 AM - MPI Set No.: 110309A Instrument No.: LC/MS/MS #9
'rinting Date: Friday, November 06, 2009
e s e e —_—.
Sample Name: "SS33618"  Sample [D: “Cakbration Standard, 0.1 ng/mL™  Fite: “110308A.wif" Samphe Name: 5533618  Sample |D: "Cabration Stendard, 0.1 ngiml”™  File: "110308A wiff”
3oak Name: "PFOA"  Masa{es) "413,0/369.0 amu” Peaic Name: “13CPFOAM+2YISY"  Mass{es). “415.0/370.0 amu”
- ™ Annotstion: Comment ™  Annotsion: ™
sample Index: 17 Sample Index: 17
sample Type: standard 192 Sample Type: Standard 191
Concentration: 0.100 ng/mh ¥ Concentration: 1.00 ng/mL 2,008
iculated Conc: 0.100 ng/nL 17“_] talculated Conc: N/A
;. 11/3/2009 . Req. Date: 11/3/3009 1.9¢5
!, 7:26:4% PW 1664 Acq. Time: 7:26:41 PM 1805
Hitieds No Hodified: Ro 1708
Proc. Algorithm: Analyst Classic 1.504 prac. Algorithm: Analyst Classic .
Bunching Factor: 1 Bunching Pactor: 1 1605
Noise Threshold: 40.0%1  cps 1484 Noise Threshold:; 256.47  cps
* pa Threshold: 200.04  cps Area Threshold: 1182.36  cps 1505
. Bmooths: 1 1.304 Num, Gmoothe: 1
. Width: 0.20 Sep. Width, 0.20 1.4e5
. Haight: 6.01 1.2e4 Sep. Height: 0.01
. Peak Ratio: 5. 00 txp. Peak Ratio: 5. 00 1.3e5
Exp, Adj. Ratio: 4.00 1104 Exp. Adj. Ratio: 4.00
Exp. Val. Ratio: 3. 00 Exp. val, Hatio: 3.00 125 .
RT Windaow: 0.0 sec § 1.004 RT Window: 30.0 sec § 1105
#enected RT: 3.99  min > Sxpscred RT: 3.98  win 4
Relative RT: No Z 89000.0 Use Relative RT: No 1.005
. Type: Base To Base E 5000.0 Inc. Type: Base To Base 9.004
encion Time: 31.92  min Ratention Time: 3.91  min
area: 53649  counts 7000.0 Area: 578811 counts 8.004
Haight: 18396 cps Haight: 205252  cpa
Start Time: 3.83  win $000.0 start Time: 3.85  min 7.004
End Time: 4.14  ain End Time: 413 win
B6.0e4
5000.0
5.004
4000.0
4.064
3000.0 3084
20000 2004
8.08
1000.0 455 90 72415 1004
oo T 0.0 T T
2 4 8 s 2 4 8 L]
- JThoe, 00
Sample Name. "5533817°  Sempla ID: "Calibrstion Standard, 0.2 ng/mb”  Fite: "110308A.wif" Sampls Name; "3333617"  Ssamie ID: "Calitvation Stendwd, 0.2 ng/mL”  File: "1 10300A witl"
Peak Nameo: “PFOA"  Maas(ss): "411.0/380.0 amu” Peak Name: “13CPFOA(M+2YIS)"  Moass{es) "415.0/370.0 amu”
Comment. ™ ™ Commant ™  Annotation. ™
ple Index: 10 Jample Index: 18
|p1e Type: sStandard 182 Sample Type: standard I
||centration; 0.200 ng/mb Concentration: 1.00 ng/eL 2
) 6.202  ng/eL calculated Conc: N/N De8
ty. pate: 11/3/2009 3204 Acy. Date: 11/3/2009 1905
Acq. Tine: 7:37:37 PM Acq. Time: 7:37:27 PR i
3.004 185
Modified: Na Modified: No
e, Algorithm: Analyst Classic 2.8e4 Proc. Algorithw: Analyst Classic 175
ching Pactor: 1 Bunching Pactor:
se Threshald: 40.01  cpa 2804 Noise Threshold: 1256.47  cps 18065
a Threshold: 200.04  cps | Threshold: 1283.3§ cpe
. Smcoths: 1 2464 . Smoothw: 1 1505
Sep. Width: °.20 Width: 0.20 1 408
Sep. Height: 0.01 2204 . Height: 0,01
Exp. Peak Ratio: 5.00 Peak Ratio: 5.00 1.3e5
=vn. Adj. Ratio: 4.00 Ad). Ratie: 400
». val. Ratio: 3.00 2004 . val, Ratior 3.00 1.2e8
Window: 10.0 sec 3 RT Window: 30.0 rec 3
rected RT: 3.99 min > 1.804 Bxpected RT: 3.98 win Fo11e5
© Relastive RT: No §~ Use Relative RT: No
1804 ? 1.0e5
Int. Type: Sase To Dase § Int, Type: Base To Base 2 ooed
Retention Time: 3.92  min 1404 Retention Tima: 3.91  ain =
Area: 102716 counts Area: $7796%  counts 8.004
ght: 35140  cps 1204 Height: 207858 cpa
rt Time: 3.85  win stare Time: 3.95  ain 7 0sd
| Tine: £.14  win End Time; 4.11  win
1.0e4 8.0ud
8000.0 5004
60000 40wt
1 3.0ed
4000.0
2.0e4
| 2000.0 100
¢0 SN 0.0 .
2 4 8 L} 2 4 L] L]
i Sample Name: "SS33816”  Sample ID: “Calibeation Standard, 0.5 ng/mL"  File: "110308A witf" Swmple Name: "S533618°  Semple |D: "Calibration Standwrd, 0.5 ng/mi™  Fite: "110308A wiff"
{|Peak Name: “PFOA"  Mass(es): "413.0/368.0 amu™ Peak Name: “13CPFOA(M+ZIIS)"  Mass(es). "415.0/370.0 amu”
I omment ™ Annotation” ™ Comment ™  Annotation: ™
Hiple Index: 19 Yample Index: 19
Lp!e Type: standarad 2192 Sample Type: standard 301
Concentration; 0.500 ng/wL Concentration: 1.00 ng/mlL 2.005 x
Calculatmd Conc: 0.483 ng/al 8.0e4 Calculated Conc: N/
Acq. Date: 11/3/2009 Acq. Date: 11/3/2009 1545
TP Times 7:48:32 PM 7 584 Acq. Time: 7:48,32 PH
1.805
Hfied: Ko 7 0ed Modified, No .
Jo. Algorithm: Analyst Classic Proc. Algorithm: Analyst Classic 1765
iching Factor: 1 8.504 Bunching Pactor: 1 165
Noise Threshold, 40.01 cps Noise Threshold: 256.47 cpa
Area Threshold: 200.04  cps 6,084 Ares Threshold: 1282.3¢  cps 1505
Nue. Smooths: 1 - Num. Smooths 1
“ao, Width: 0.20 Sep. Wideh 0.20 14e5
e Height: 0.01 5.504 Sep. Height: 0.01
" +, Pesk Ratio: 5.00 Exp. Peak Ratio: 5.00 1385
©. Adj. Ratio: 4.00 5.084 Exp. Ad}. Ratio: 4,00
. Val. Ratio: 3.00 Exp. val. Ratio: 3.00 1.2¢5
w1 Window: 30.0 sec » RT Window: 30.0 sac
Expected RT: 1.99  min B ASes Expected RT: 1.98  min g’ 11858
Use Relstive RT: No g 4004 Use Relative RT: No §~ 5 085
1. Type: Base To Base £ Int. Type: Base To Base £ 9064
iention Time: 31,92 min = 3Sed Retention Time: 1.91  min =
 a: 2313879 counts Area; 580849  counts 8.004
i ‘ght: 83889  cps 3 Dod Height: 208749 cps
lire Time: 3.84 min Srart Time: 3.95  ain 7.004
€nd Time: 4.10  ain 2504 End Time: 4011 min
8 8.004
2.0e4 5 0ed
i
1.504 4.084
3004
' 1 0ed
2.0e4
50000 1.084 B
! 0.0 y o 3
2 4 & 2 2 4 a9 3
Jime.min Time, M0
« M Research, Inc.
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1lyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
‘rinting Time: 8:55:27 AM MPI Set No.: 110309A Instrument No.: LC/MS/MS #9
’rinting Date: Priday, November 06, 2009
Sample Name: "Methenol Wash™  Sampls 10: "Methanol Wash®  File: *110303A. wiff” Sampis Name: “Meathenol Wash™ ID: "Methanol Wash™  File: “110308A. wilf™
"PFOA"  Mass{es) "413.0/368.0 amw” Poak Name: “13CPFOA(ME2)ISY  Mats{ss). “415.0/370.0 amu”
Annotation: ™ Comment ™ Annctation: ™
23 Sample Index: 13
Solvent sample Type: solvent
+ 8.00 ng/mL Concencration: 1.00 ng/slL
onc:  N/A Calculated Conc:  H/A 2
11/3/2009 ‘200* Acg. Date: 11/3/200% 7n
2132116 PM Acq, Time: 8:32:16 PH
. 20
Hfied, No e Nodif tad, o " k
Proc. Algorithm: Analyst Classic .
Bunching Factor: 1 1000 18
Noise Thrashold: 40.01  cps
rvas Threshold: 300,04  cps 17
. Swooths: 1
. wideh; 0.20 00 1
. Height: 0.01 15
peak Ratio: 5.00 200
Exp. Adj. Ratio: 4.00 14
Exp. val. Ratio: 3.00 1
RT Window: 0.0 sac §,
Expected RT: 3.9 min > 12
Relative RT: Na
11
. Type: Base To Base g 10
ention Time, 3,82 win =
Avaay 1023 counce 9
Height: 148 cps s
start Time: 3.87  min
End Tise; 31.9%  ain 7
[}
B}
4
3
2
1
0
2 4 8 8 2
im0
Sempis Name: “Methans Wesh™  Ssmpis ID: "Methanol Wash™  File: "110309A wiff" Sample Neme: "Mathanol Wash”  Sample ID: “Methanol Wash™  Fils: "110309A wiT"
Pesk Nams: "PFOA"  Mass(es): "412.0/380.0 srmu” Poak Name: “1ICPFOA(M+2HIS)"  Muess{es); "415.0/370.0 amu™
Comment ™  Annctation. ™ Comment ™  Annotation: ™
‘ple Index: 14 sample Index: 24
ple Type: solvent so08 sample Typa: Solvent
- centration: 2.00 ng/mL Concentration: 1.00 ng/mL
culated Conc: N/A 1050 calculated Conc: N/A 2
.. Date: 11/3/3200% Acq. Da 11/3/1009
Acq. Time: 8:43:12 PM 1000 Acq. Time: 8:143:12 PH
22
Hoditied: Ho 950 Modified; No
©~c. Algorithm: Amalyst Classic 900
ching Factor: 1 20
s¢ Threshold, 40.01 <ps 850
s Threshold:; 100.04 cps
smooths: 1 800 18
Sep. Width: 0.20 750 763
Sep. Height: 0,01
Exp. Peak Ratios 5.00 700 18
Exp. Adj. Ratio: 4.00 -
, val. Ratio: 3.00 650
Wig 10.0 sec 14
e{ 3.39  odn § 600 5‘
A RT: No 550 1
Int, o Base To Base z 500
Retention Time: 3.91  min 0 =
Area: lo6e  counts
ght 290 cps 400
It Tine: 3.87 ’in
Time: 3.99  ain 350
300
250
200
150
100 898 8.57
K i
o T il
&
Ty T — Time min
* Sample Name: “Control" Sampie 1D "MC4311 Deer Serum Control®  File: 1 10309A.wiff Sampie Nams: “Conirol*  Sample (D: "MC4311 Dweer Serum Control"  Fite: "110308A.wifT"
Jemk Name: "PFOA"  Mass(sa) "413.0/369.0 amu”™ Posk Name: "13CPFOA(M+2YIS)”  Mass{os) "415.0/7370.0 amns™
lamment ™ Annotation: ™ Comment ™  Annotstion: ™
ple Index: 28 Sample Index: 25
ple Type: Unknown 8.08 sample Type: Unknown 192
Concentration: N/A 192 Concentration: 0.500 ng/wL
Calculated Conc: <o 1000 Calculated Conc:  N/A 12083
Acq. Date: 11/3/2009 Acq. Date: 11/3/12009
s-n. Time: 8:54:07 PH 950 Acq. Time: 2:54:07 M 110654
ified: No 900 Hodified: No
¢. Algorithm: Analyst Classic 850 Proc. Algorichm: Analyst Classic
ching Facto 1 Bunching Factor: 1 1005
Hoise Threshol 40.01  cps noise Threahold: 256.47 cpa
Area Threshold: 200,04  cps Ares Threshold: 1282.36 cpa
Nue. Smooths: 1 Hum. Smooths: 1 8 004
Sep. Width: 0.20 Sep. Width: 0.20
Height; 5. 01 sep. Height: s.01
Peak Ratio: s.00 Exp. Pesk Ratio: 5.00 8 00ed
Ad}. Ratio: 4.00 Exp. Adj. Ratio: 4.00
. val. Ratio: 1.00 Exp. val. Ratio: 3,00
~. Window: 30.0 sec » RT Window: 30.0 sec 4 7.00e4
Expected RT), 3139 min g Expected RT: 3.98  min >
Use Relative RT: No Use Relative RT: No
? 6.0004
. Type: Base To Aase 2 Int. Type: Base To Base 2
ention Time: 3.92  wmin = Retention Time: 1.2 mtin =
a: 1332 counts Area: 347101 counts 5.00e4
ght: 831 cps Height 129136 cpa
re Time: 3.85  min start Time: 3.87  aln
end Time: 3.9 amin End Times 4.0  win 4.0004
3.0084
8.10 2.00e4
1.0004
. Q.
2 4 8
Jlma oo
Research, Inc.
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alyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
rinting Time: 8:55:27 AM MPI Set No.: 110303%A Instrument No.: LC/MS/MS #9
rinting Date: Friday, November 06, 2009
— T -
Sample Name. "LCS A" Sample 1D: "MC4311 Deer Serum Spike A, 10 ng/ml” File: “110208A wAfl" Sampis Name. "LCS A”  Sample [D: "MC4311 Deer Sarum Spike A, 10 ngimL™  Fi “110209A wif?"
Peak Nume: "PFOA"  Mass{as) "413.0/369.0 aon” Peak Name. "1ICPFOAM+2KISY  Mass(es): "415.0/370.0 smu”
Comment ™ Annotsion: ™ Commaent ™ a
jample Index: 26 sample Index: 26
sample Type: Qc 391 sample Type) oc 191
ncantration: 10.0 ng/eL Concentration: 0.500 ng/el 1305
lculated conc: 0.1 ng/ml Calculated Conc: N/A
1. Date: 11/3/2009 Acq. Date: 11/3/2009
q. Times 9:05:03 PM 5.004 Acq. Time: 9:08:03 PM 1.285
11fted: No Modified: No
croc. Algorithw: Analyst Classic 4504 Proc. Algorithw: Analysc Classic 1165
sunching Facto 1 Bunching factor: 1
toise Threshold:  40.01  cps Noise Threshold: 256.47  cps 1005
\rea Threshold: 200.04  cpa Area Threshold: 11#1.36¢  cps .
x. Smooths: 1 4.0u4 Num. Smooths: 1
5. wideh: 0.20 sep. Width: o.20 9.084
3. Height: 0.01 sep. Height: 0.01
>. Peak Ratio: 5.00 3.504 Exp. Peak Ratio: $.00
-.p. Adj. Ratio: 4.00 Exp. Adj. Ratio: 4.00 3004
kxp. Val. Ratio: 3.00 Exp. Val. Ratio: 3.00
RT Window: 10.0 sec & 200 RT Window, 3e.0 sec &
Expected RT: 3.99% win d ) Bxpectad RT: 3.5 min > 7 0e4
2 Relative RT: No ? Use Relative RT: No E‘
. Type: Base To Base z 2.504 Int. Type: Base To Base z 8.0e4
ention Ties: 3.91  min Ratention Time: 31.91  min
" 154309  counts Area: 35571%  counts
Height: 56763  cpe 2004 Haight: 133129 cps 5.0e4
start Time: 1,81 wmin start Time 3.85  wmin
End Time: 4.13 min End Time: 4.09  =in 4084
1.504
3.0e4
1.004
2.084
$000.0 1.004
ool e o
.0 .0
2 4 8 L] 2 4 L]
e e SUN— 1.
Sanple Name: "LCS B*  Semple ID: "MC4311 Deer Seium Spike B, 50 ng/ml”  File! “110309A wift" Sempie Name: L.CS B° Sampie (D "MC4311 Deer Serum Spike B, 50 ng/ml”  FHe: "110300A.wiff"
I Peak Nome: “PFOA"  Mass{es). "413.0/369.0 smw” Peak Name: “13CPFOAM+2NIS)  Mass{es). "415.0370.0 smu”
Comyaent ™ Annotation: ™ Comment ™  Annotstion: ™
aample Index: 27 sample Index: 17
wle Type: Qc 392 sampls Type: oc 181
tcentration: 50.0 ng/mL Concentration, 0.500 ng/mL
lculated Conc: 47.7 ng/mL calculated Conc: N/A
1. Date: 11/3/3009 2485 Acqg. Data: 11/3/2009 1 3e8
acq, Time: $:16:01 PM ACQ. Time: 9:16:01 PN
Modlf fed: No 228 Hoditied: No 1268
Proc. Algorithe: Analyst Classic Proc. Algorithm: Analyst Clsasic
aching Factor: 1 Bunching Factor: 1 1185
ise Threshold: 40.01 cps 2.0e% Noisze Threshold: 256.47  cps
»a Threshold: 200.04  cps Area Threshold: 1282.36  cps
*®. Gmooths: 1 Wum. Smooths: 1 1.0e5
wwp. Width 0,320 1.8e5 Sep, Width: 0.20
sep. Hafght: 0.01 Sep. Height. 0.01
Exp. Peak Ratio: 5.00 1 6e5 Exp. Peak Ratia: 5.00 9 0ed
Exp. Adj. Ratio: <.00 Exp. Adj, Ratio: 4. 00
>. val. Ratior 3.00 Bxp. Val. Ratio: 3.00 8.0e4
window: 30.0 sac B taes RT Window: 0.0 wec 8
pected RT: 3.99  win > Expected RT: .98 min ]
* Relative RT: No g Use Relative RT: No 7 Oed
g 1.2¢5
Int. : Bsse To Base Int. Type: Base To Base 2
Retention Tiwe: 3.92  win Rersntion Tine: 3.91  ain £ 804
Area: 751897 counts 1.0e5 Area: 374371 counts
“~ight 270613 cps Height, 139969  cpe 5.004
art Time: 3,63 ain start Tiaes 3.85  min
3 Time: .18 win 3084 End Tiwe: 4.07  min
4.004
8.0e4
3.084
4004 2 004
2004 1004
0 Q.0 T
2 4 L] L] 2 4 8
—— Lo ... - N -
W Sample Name: "1.19345-2 Spk C*  Sample ID: "Deer # 7 3.5 yr made-serum Spike C, 50 ng/ml” Fila: "1 T0309A wafT* Sample Name: "L19345.2 Spk C*  Sampie D "Deer # 7 3.5 yr male-setum Spike C, 50 ng/mi” Fhe: "110300A witt™
Peak Name “PFOA™  Muss{es). "413.0V369.0 smu” Pesk Name: "1ICPFOAM+2){1S)" Mass(es); "415.0/370.0 smu”
Annotation: ™™ Camment ™ Annotation: ™
28 sswple Index: 28
oc 3.81 Sample Type: ac 391
Concentration: s0.0 ng/al 3_0,51 Concentration: 0.500 ng/at 1.405
calculated Conc: 51.0 ng/wL calculated Conc: N/A
Rcq. Dates 11/3/2009 Acg. Dat 11/3/2009
Rcq. Time: 9:26:57 PM 2.8e5 Acq. Tim 2:26:57 PM 1 3e5
dified; No 26e5 Modified: No 1205
oc. Algorithm: Analyst Classic proc. Algorithm: Anslyst Classtc :
nching Factor: 1 2405 Bunching Pactor: 1
..ise Threshold: 40 01 cps Noise Threshold: 256.47  cps 1108
Area Threshold: 200.04¢ cps Area Threshold: 1282.316  cps
Bus. Smeooths: 1 2.2e5 Num. smooths: 1
sep. Width: 0.20 Sep. Width: 0.20 1085
p. Height: 0,01 2,085 Sep. Height: 0.01
p. Peak Ratio: 5.00 Exp. Peak Ratio: 5.00 9 0ed
>, Adj. Ratio: 4.00 Exp. Adj. Hatio: 4.00
2. val. Ratio: 1.00 1885 Exp. Val. Ratio: 3.00
wWindow: 0.0 sac 5 RT Window: 0.0 sec § 8.0e4
Expected RT: 3.99  win " 1665 Expected RT: 3.98  ain 1
Use Relative RT: No z Use Relative RT: No
g g 7 Des
Tnt. Type: Base To Base é 1 4e§ Int. Type: Base To Base £
tention Time: 3.1 ain = Retention Time: 3.1 ein = 6.0e4
a 822293 counta 1265 Area: 183369 counts
ight: 3053182  cps Helight: 141758 cps
art Time: 3.85  =in 1005 start Time: 3.85  @in 5.0e4
end Tise: .16  min ‘ End Time: 4.07  min
8.004 4004
6.004 3.004
4004 2.0e4
2.084 1.0e4
a0 T 0.
2 4 ] L) 2 4 )
Jime, imin Tims, mn
I Research, Inc.
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ilyst Version: 1.4.2 MPI Study: L19345 . Operator: Mark Neeley

rinting Time: 8:55:27 AM MPI Set No.: 110309A Ingstrument No.: LC/MS/MS #9

rinting Date: Friday, November 06, 2009
Sampis Name: "L.19345-2°  Sample ID: "Desr #7 3.5 yr male-sarum™  Fie: "1 10300A. witf” Sample Nama: "L18345-7°  Sample iD: "Ceec #7 3.5 yr male-serum”  Fite: “110309A waff*

“PFOA™  Mass(ss): “413.0/260.0 amu” Pesk Name: "1ICPFOA(M+2XIS)" Mass({es) “415.0/370.0 amy”
Annotation: ™ Comment ™  Annotation: =
28 Sample Index: 29
Unknown 191 sample Type: Unknown 2181
R/N Concentration: 0,500 ng/mL
0.991 ng/mL 7000 calculated Conc: N/A 1305
11/3/2009 11/3/2009
9:37:54 PH 9:37:54 PM
6500 12e5
ified: No Modified: No

rroc, Algorithm: Analyst Claseic 8000 Proc. Algorithm: Analyst Classic

Bunching Pactor: 1 Bunching Factor; 1 115

Noise Threshold: 40.01  cps Noims Threshold: 256.47  cps

Ares Threshold: 200.04  cps S500 Ares Threshold: 1182.36  cps 1088
1. 8moathe: 1 Num. Smooths: 1 :

2, Width: 0.10 5000 Sep. Width: ¢, 20
5. Height, 0,01 Sep. Height: 0.01 9.004
>. Peak Ratio: 5.00 Exp. Peak Ratio: 5.00

_.2. Ad}. Ratio 4.00 4500 Exp. Adj. Ratia: 4.00

Bxp. Val. Ratio: 3.00 Rxp. Val. Ratior 3.00 8.004

RT Window: 0.0 sac g 000 RT Window: 0.0 sec $

Expected RT: 3.9%  ain ] Expected RT: 31.38  wmin a

'y Relative RT:  No Use Relative RT:  Na g 7084

§ oo
. Type: Base To Base z Int. Type: Bass To Base i 6004
iention Time: 3.91  min ~ anoo Ratentian Time: 3.91  min
8 18517 counts Area: 168313 counts
Height 7105 cps Height: 116277 cps 5.004
3.84  min 2500 Start Time: 3.85  min
%nd Time: 3.99  wmin End Timse: 4.10 min
4.004
2000
1500 3004
1000 2.0e4
500 1.004
0 ‘~'~”*w 0o
2 4 5 a 2
— oo 020D, e
Sample Name: "L19345-2 Dup”  Sampls 10; "Deer #7 3.5 yr male-serum Duphcate”  Fil X Semple Name. "L19345-2 Dup™  Sample ID: "Dear #7 3.5 y1 male-serum Duplicate”
Pesk Name: “FFOA"  Mass{es): "412.00366.0 amu” Pask Nomae: "13CPFOA(M+2)(IS)"  Mees(ss) “415.04370.0 amu™
Commasnt: ™  Annotation. ™™ Coroment ™ Annotation; ™

Fample Index: 30 Sample Index: 10
wle Type: Unknown 182 sample Type: Unknown 191
rcentration: H/A 7500 Concentration; 0.s00 ng/mL 1.505 i
\culated Conc:  ©0.993 ng/alL Calculated Conc: N/A
1. Datca: 11/3/2009 Rcqg. Dater 11/3/2009

neqg. Times 9:48:52 PM 7000 ACq. Time: 9:48:52 PM 1405

Modifieds 13 8500 Modified: . 1.388

Proc, Algorithm: Analyst Classic Proc. Algorithm: Analyst Classic
sching Pactor: 1 §000 Bunching Pactor: 1 1285
iss Threshold: 80.49  cps Noiee Threshold: 256.47 cpa
:a Threshold: 401,43 cpa Area Threshold: 1282.36 cps
s. Smooths: 1 5500 Num. Smooths: 1 1165

wep. Width, 0.20 Sep. widch: .20

Sep. Height: 0.01 5000 Sep. Haight: 0.01 1.005

Exp. Peak Ratio: 5.00 Exp. Peak Ratio: 5.00

Ratio; <.00 Exp. Adj. Ratie: 4. 00

Ratio: 3.00 4500 Exp. Val. Ratio: 3,00 9 0ud
3e.0 sec 2 RT Window: 0.0 sec §’
3.92  min [ — Expected RT: 198  ain ¥ 80ed
No E Use Relativa RT: No i

Ine. § Base To Bame £ 3500 Int. Type: Base To Base £ 70w

Retention Tims: | 3.93  ain Retention Tima: 31,91 ain =

Area: 20593 counta 3000 Rrea; 412407  counts 8004

u~ight: 7638 cps Height: 154890 cps
are Ti 3.85  min Start Time: 3.85  min
1 Tiwe: 4.00  min 2500 End Time: 4,19 min 5004

2000 4.084
1500 I 0ud
1000 2.004
500 1 0nd
[ el y - 00
2 4 [ 8 2
Jims. o,

B Sampie Name: "L16345-1"  Sample [D: “Deer #8 0.5 y famwie-serus  Fio *110300A.wilf" Sample Name: "L19345-1"  Sample 10: "Deer #8 0.5 yv fomale-serur”  File: "110309A. wa?™
Peak Name. "PFOA”  Mass(es): "41.0/369.0 amy” Peak Nama: "t3CPFOA(M+2)(IS)'  Muss{es). “415.0/370.0 mmu™
Commant ™  Annotation: ™ Comment ™ Annotation: ™
»wple Index: 3 Sample Index: 31
wpla Type: Onknown sample Type: Unknown 391

Concentration: N/A Concentration: 0.500 ng/mL 1385

Calculated Conc: 0.287 ng/abL calculated Conc: N/A

Acq. Date: 11/3/2009 2600 Acq., Date: 11/3/200%

Acq. Time: 9:59:48 PH Acq. Tima: 9:59:48 PH 12e5
1ified: No 2400 Hodified: No -
2c. Algorithm: Analywst Classtic Proc. Algorithe: Analyat Classic 1.1e5
Aching Factor: 1 Bunching Factor: 1

...ise Threshold: 40.01 cps 200 Noise Threshald: 156.47  cps

Ares Threshold; 200.04  cpw Area Threshold: 31282.316  cps 1 0eS

Num. Smootha: 1 2000 Num. Smoothss 1

Sep. width 0.20 Sep. Width: 5.20 9004
3. Heighe: 0.01 sep. Height: 0.01
2. Peak Ratio: 5.00 1800 Exp. Peak Ratio: 5.00
7. Adj. Ratio: 4.00 Exp. Adj. Ratia: 4.00 8004
3. val. Ratto: 3.00 Exp. Val. Ratio; 3.00
Window; 0.0 sac & 1600 RT Window: 30.0 sec @

Expected RT: 1.99  ain Y Expected RT: 3.9  min 8 7004

Use Relative RT: Na ? 1400 Use Relative RT: No §~

4

Tet, Type: Base To Bawe z Int. Type: Base To Hame £ 60ed
tention Time: 31.92  min = 1200 Retention Time: 3,91 min =
e 7527 counts Areac 1623134  counts
ight: 2707 cps 1000 Haight; 1323113 cps 5.0e4
art Time: 3.85  min start Time: 3.85  ain

xnd Time: 4.00  min End Time: 4.10  ain 4004

800

600 3.064

100 2.0e4

200 1.004
¢ 0 3 00
. 2 4 6 8 2

Tima, mn Time. smin

I. Regsearch, Inc.
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1\lyst Version: 1.4.2
rinting Time: 8:55:27 AM

rinting Date: Friday, November 06, 2009

MPI Study: L19345
MPI Set No.:

110309A

Operator: Mark Neeley
Instrument No.:

LC/MS/MS #9

Sanple Neme: 5533615~ Sample ID: "CCV, 1.0 ng/mlL”  File: “110302A.wiff"
Sesk Neme: "PFOA"  Mass(os). "413.0/369.0 amu”

Comment ™ Annotation:
sample Index: 32
sample Type: oc 1m
Zoncentration: 1.00 ng/wL |
‘culated Concs 1.02 ng/ab j
{. Date: 11/31/300% 1.6e5
. Timey 10:10:46 PM
1.565
1fled: No
Proc. Algorithm: Analyet Clasaic 1405
Bunching Factor: 1
Noims Threshold: 40.0% cp# 1,305
»rea Threshold: 200.04 cps
t. Smooths: 1
i, wideh: 5.20 1208
. Haight¢ 0.01
1. Peak Ratio: 5. 00 11e5
sxp. Adj. Ratior 4. 00
Exp. Val, Ratta: 3.00 1.0e5
RT Window: 10,0 sac 5
Expected RT: 31.89 min 5004
. Relative RT: No ;
8.004
.. Typa: Base To Base £
ention Tims: 3.91  min 7 04
el 479482 counts
Height : 163422 cps
start Time 1.83  ain 8.0e4
End Time: .16 min
5.004
4.004
3.0e4
2.0e4
1 0ed
an
2 4 8 8

Time, min

S—— S——
Sampls Name: "S333615°  Semple [D: "CCV, 1.0 ng/ml” FRe: "110309A.wiY"
Poak Name: “13CPFOA(M2)(ISY  Masa{as). "415.0/370.0 armu”
Comment ™  Annotation: ™

sample Index: 3z

Sample Type: Qc 301

toncentration: 1.00 ng/mL

Calculated Conc: LIE 1.998

Acq. Date: 11/1/200%

Acq. Time: 10:10:46 PH 1.805

Modified: Mo . 1.708

Proc. Algorithe: Analyst Classi

sunching Factor: 1.8

Noise Threshold; 256.47  cps

nrea Threshold: 1282.36  cps 1.5¢5

Num. Smooths: i 1465

Sep. Width: o.20 ¢

Bep, Height: 0.0

Exp. Peak Ratio: 5.00 1208

Exp. Adj. Ratio: 4.00 1208

'xp. val. Ratio: 3.00

RT wWindow: 30.0 nec g 1

Expacted RT( 3.9¢  win >

Use Ralative RT: Ko ? 1.005

4
Int. e Base To Base i .0e4
Retention Tima: 3.91  min
55677%  counts 8.0e4
197412 cpw
: 3.85  ain 7004
4,11 amin 6.004
5.0u4
4.084
3.0e4
2.004
1.0ed
Q0.0

Time. ron

T Research, Inc.
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ilyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
'rinting Time: 8:54:59 AM MPI Set No.: 110309A Instrument No.: LC/MS/MS #9
'rinting Date: Friday, November 06, 2009

Moy -b-04

1 09_110309A.rdb (PFOS): "Linear" Regression ("1 / x" weighting): y = 1.06 x + 0.00618 (r = 1.0000)

5.0

4.8 1

4.6+

4.4

4.2+

4.0+

3.8+

3.6

3.4

3.2

3.0+

S Arn

ste A

24
2.2
2.0
1.84
1.6
1.4
1.2
1.0
0.8-
0.6-
0.4-

0.2+

02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50
Analyte Conc. /1S Conc.

I Research, Inc.
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ilyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
rinting Time: 8:55:46 AM MPI Set No.: 110309%A Instrument No.: LC/MS/MS #9
rinting Date: Friday, November 06, 2003
s ——s e
Sample Name: “3833618"  Sample iD: “Calibration Standard, 0.1 ng/mb”  File: "110308A. wilt™ Sampte Name: "S333618°  Sample ID: "Catibration Standard, 0.1 ng/mi.”
seak Name: “PFOS"  Mess(os): "498.0/80.0 amu” Peak Name: "13CPFOS(M+4XIS)"  Mass{es). “503.0/30.0 ames”
Somment ™ Annotation; Comment ™ Annotation. ™
jample Index: 17 sample Inde 17
sample Type: standaxd 308 sample Type: gtandard 398 :
toncentration: o.100 ng/wl Concentration: 1.00 ng/eb 12005
* Tculated Conc: 0.0979 ng/mb Calculated Conc: H/A -
. Date: 11/3/200% 1.10e4 Acq. Date: 11/3/2009
. Times 7:26:41 PM Aeq. Time: 7:26:41 PH 11005
1find: no 1.0084 Moaified: No
sror. Algorithm: Analyst Classic Proc. Algorithm: Analyst Classic s
junching Pactor: 1y Bunching Factor: 1 1,008
Joise Threshold: 15.73  cpa 900.00 Folse Threshold: 140,31  cpa
irea Threshold: 78.85  cps Area Thrashold: 701.07  cps
. Smooths: ) Num. Smooths: N 90004
.. Width: 0.20 sep. Width: 0.20
. Haight: 0.01 8000.00 Sep. Height: 0.01
. Peak Ratio: 5.00 Exp. Pesk Ratia: s o0 8.00w4
exp. Adj. Ratio: 4.00 7000.00 Exp. Adj. Ratlos 1,00
&xp. val. Ratio: 3.00 - . Exp. val. Rattio: 3.00
RT Window: 10,0 sec % RT Window: 30.0  sec % 70084
Expected RT: 1.06  win 1 rxpected RT: 4.06  ain >
Relattve RT: No 2 6000.00 Use Relative RT: No i  00ud
. Type: Basa To Base 2 Int. Type: Base To Baze 2
antion Time: 3.38  =in = 5000.00 Retention Time: 1.98  min -
L oa 18896  counts Area: 354321 counts 5.00e4
Height 12108 Cps Height: 127415 cps
start Time: 3.87  min 4000.00 start Time: 3.92  win
End Time: 418 ain Bnd Time: 1.16  min 4.0004
3000.00 3.00e4
2000.00 20064
1000.00 1.00e4
0.00 ,&_i, b 0.00
2 8 a 2 4 8 3
SO S——
Sample Narw: "SS33817" Sample |D; “Cakbration Standwrd, 0.2 ng/ral” File: "1 10308A wAtf* Sample Neme: "5333817 Sample D: “Calibration Standwid, 0.2 ng/imi" Fite: "110308A, wiff"
Peak Neme: "PFOS*  Mass(os): "499.0/80.0 amu” Peak Name: "13CPFOS(M+4)(IS}" Maes{es): "503.0/80.0 smus”
Comment ™ Annotation: ™ Ci = Annateton. ™
~-mple Index: 10 sample Index: 10
ple Type: standard 198 sample Type: standard 308
centration: 0.200 ng/mL Concentration: 1.00 ng/mL
culated Conc:  0.202 ng/aL calculated Conct R/A
.. Date: 11/3/2009% 22ed Acq. Dats: 11/3/2009 11065
Acq. Tims: 7:37:37 PM Acq, Time: 7:37:37 M 10
Modifiad: Mo 2.004 Hodified: Na
ornc. Algoriths: Analyst Classic Proc. Algorithms; Analyst Classic 10008
)ching Factor: 1 Bunching Factor: 1
se Threshold: 15.73 cpe 1 Bed Roiss Threshold: 140,31 cps
.2 Threshold:  78.65  cps ‘Threshold: 701,07  cps 5.0Ce4
I, Smooths: 1 . smooths: 1
Sep. Width: 0.10 1604 Width: 0.30
Sep. Height: 0.0l Height: 0.01 8 00e4
Exp. Psak Ratio: 5. 00 Pamak Ratior 5.00
Exp. Ad). Ratio: €.00 1404 Adj. Ratios 4. 00
;. Val. Ractor 3,00 h . val. Ratio: 3.00 7 004
Window: 30.0 sec 3 RT Window: 30.0 sec 3
jected RT: 4.06 min > Expacted RTy 4.06  min y :
- Relative RT: No g 1204 Use Relative RT: N §' 80084 |
Int. Type: Base To Base Int. Type: Base Ta Baws
Retention Time: 1.98  wmin = 10e4 Retantion Time: 3,98 ain & 5 004
Area; 75206  counts Area: 341704 counts
‘ghty 23699  cpa Height: 121701 cps
it Time: .88 min 8000.0 start Time: 3.32  ain 40084
| Time: 4.27  min End Time: 4.20  min
6000.0 3.0004
40000 2.0004
2000.0 1.00e4
0.0 - T 0.00
2 4 & L] L] 3
Tima.mio, e
W cample Name: "55326168" Sampta ID. "Caltbration Stendard, 0.5 ng/mL”  File: “110309A wiff" Samphe Name. ~5533616"  Sampie ID: "Cakibration Standard, 0.5 ng/mL”  Fi : 7110308A W
Peak Name: "PFOS"  Mass(es). "499.080.0 smu” Poak Neme: “13CPFOS(M+4)IS)" Mass(es): "503.0/80.0 amu*
Comment: ™  Annotstion: = Comment ™ o ;"
ple Index: 19 sample Index: 19
pla Type: standard 2188 sample Type: standard 358
Concentration: 0,500 ng/mL concentration: 1.00 ng/aL 1.4085
calculated Conc: 0.505 ng/ak Calculated Conc: H/A
Acq. Date: i1/3/2009 5004 Acg. Data: 11/3/2009 1.0565
Arg. Time: 7:48:32 PR Acq. Time: 7:48:32 PM 1.0005
Jified; No Modified: No 9.5084
sc. Algorithm: Analyst Classic 4.50d Proc, Algorithm: Analyat Classic
wching Factor: 1 Bunching Factor: 1 9.0004
sofse Threshold: 15.71  cps Noize Threshald: 140.21  cps 85004
Ares Threshold:  78.65  cps 4004 Ares Threshold, 701.07  cps
Num. Smooths: 1 Num. Smooths: 1 8 00s4
Sep. Width: 0.20 Sep. Width: 0.20
V. Height: o.01 Sep. Height: 8,01 7 504
y. Paak Ratio: 5.00 3.5e4 Exp. Peak Ratio: 5.00 7.0084
7. Adj. Ratio: 4.00 Exp. Adj. Ratio: 4.00
». val. Ratio: 3.00 Exp. Val. Ratio: 3.00 6.5004
Window: 0.0 sec g 30w RT Window: 30.0 sec 3
gxpected RT: 4.08  min 4 Bxpected RT: 4.06  ain } 6.00e4
Use Relative RT: No g Uge Relative RT: No 2 5 5004
< oL Types Base To Base 5 254 Int. Type: Bave To Base E 5.0084
ention Time: 3.38  win = Retention Time: 1.90  wmin =
ran 179251  counts Area: 131898  counts 4.5084
ght: 55742 cpa 2.004 Height: 117101 cps 4.0004
it Time: 388 win start Time: 3.92  min
End Time: 4.20  min End Time: 4,18 min 315064
1584 3.00ed
2.5004
1084 2.00s4
15004
5000.0 1.0004
5000.00
0.0 000 3
2 ] 8 2 4 [ )
Tima. min. Time. min
¢ Research, Inc. iyt A -
initials 220
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1lyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
‘rinting Time: 8:55:46 AM MPI Set No.: 110309A Instrument No.: LC/MS/MS #9
'rinting Date: Friday, November 06, 2009
Sample Neme: "SS33615"  Sample ID: "Calibration Standard, 1.0 ng/mL™  Fi 10308A. wifT™ Sample Name: "S333815"  Sample 0 "Calibration Standwrd, 1.0 ng/mL”  File: "110309A wiff”
Sesk Name: "PFOS"  Mess{es): "499.0/80.0 amu® Peoak Name: "13CPFOS{M+4)IS) Mass(es): "503.0/80.0 amu”
Somment **  Annotation; ™ Ci - otation: ™
: 20 sample Index: 20
Standard 198 Sample Typa: Standard 258
1.00 ng/mL 1.1008 Concentration: 1.00 ng/aL
0.998 ng/mbL Calculated Conc: N/A
11/3/200% 1.05e5 Acq. Data: 11/31/2009 11008
7:59:27 PM 1.0005 Acq. Time: 7:59:37 PM
ified; No 9.5004 Hodified: No 1.0085
rroc. Algorithm: Analyst Classic Proc, Algorithm: Analyst Classic
Bunching Pactor: 1 9.00u4 Bunching Factor: 1
Noise Threshold: 15.73  cps Noise Threshold: 140.21 cps
Area Threshold: 78.65  cps B.50e4 Area Threshold: 701.07  cps 9.0004
Smooths: 1 5.00e4 Num. Smootha: 1
1. Width: 0.20 Sep. Width: 8. 20
\. Height; 0.01 7.5004 Sep. Height: o.01 8.00e4
.. Peak Ratio: 5.00 7 0084 Exp. Peak Ratior 5.00
. 4. Adj. Ratio, 4.00 Exp. Adj. Ratio: 1.00
Exp. Val. Ratio: 3.00 8.5084 Exp. Val. Ratio: 3.00 7.00e4
RT Window: 10.0 sec 4 RT Window, 30.0 sec 3
Expectaed RT; 4.06 min ¥ 8.00e4 Expacted RT: 4.06 wmin >
- Relative RT: No g 5.5004 Ose Relative RT: No E 6.0084
. Type: Base To Base E 5.0084 Int. Type: Base To Base g
. ention Time: Retention Time: 3.99 min 50004
as 4.5004 Area: 134958 councs
Height: 4.0004 Height s 118647 cps
start Time: ) start Time: 3.%2  win 4.0004
gnd Time: 3.50e4 End Time: 4.18  min
30004 30004
2.50e4
2.00w4 2.0004
1.5084
1 00ed 1.0084
5000.00
0.00 T b 0.00
4 8 L} 2 4 8
e Ty T Jiog.un, e — Tirne, min
Sample Name:. “5S33614"  Sample 1. "Calibration Stendard, 2.0 np/ml"  File: “110308A wiff" Sempie Namw: “5833814”  Sample 1D: "Cekbration Standard, 2.0 ng/mL”  Fie: "110309A wiff”
I Peak Nome: “PFOS”  Mees{es). "459.0/80.0 anws” Peak Name: “13CPFOS(M+4){ISY’ Msss(ss). "503.0/80.0 anmu™
Comment = Annctstion. = Comment. ™ Annotation: ™
Sample Index: 71 sample Index: 71
ple Type: Standard 398 sample Type: standard e
wcentration: 2.00 ng/mL 2.2e5 Concentration: 1.00 ng/mL
culated Conc: 1,01 ng/eL 21 51 calculated Conc: N/A
Date: 11/3/2009 -1e. Acq. Date: 11/3/200%
Acq. Time: 8110524 PM 2,008 Acq. Time: 4:10124 PH 11005
Modifisd: No 1.9e5 Hodified: No
Proc. Algorithm: Analyst Classic Proc. Algorithm: Analyst Classic 1.0005
\ching Factor: 1 1.885 Bunching Factor: 1
se Threshold: 15.73  cps 1745 Noise Threshold: 140.21  cps
‘a Threshold: 78,65 cps Area Threshold: 701.07 cps 9.00ed
. Smootha: 1 1.605 Rum. Saaoths. 1
w.p. Width: o.20 Sep. Width: 0.20
sep. Height: 0.01 1.503 Jep. Height: 0,01 8.0004
Exp. Peak Ratio: 5.00 1.485 Bxp. Peak Ratio: 5.00
Bxp. Adj. Ratio: 4.00 Exp. Adj. Ratio, 4.00
*. val. Ratio: 3.00 1265 Exp. Val. Ratio: 3.900 7.0004
Wingy 30.0 sec 3 1205 RT Window: 30.0 sec &
g 4.06  min ¥ Expected RT. 4.06  ain r
v RT: Ho g 1185 Use Relative RT: No 6.00e4
Int. Base To Basa £ 105 Int. Type: Base To Mase
Retention Time: 1.98  min 5004 Retention Time: 3.98  min 50004
Area: 7310486  counts Arear 342287 counts
weighty 215121 cps B.0ed . Height: 122368 cps
It Time: 1.88  win dtart Time: 3.92  win 4.0004
I Timas 4.28  win 7.004 End Time: 4.20  min
- 8.0e4
3.00%4
5.004
4 Qa4 2 D0wd
3.0e4
2.084 1.00e4
1004
0.0 0.00 T
4 8 3 2 4
m— i, oy o —maamn Limg. .
B Sarple Name: “SS33813°  Semple ID: "Calibration Standerd, 5.0 ng/ml”  FRe: “110308A. wiif" Sample Name: "S833613"  Sampie ID: "Calibration Standard, 5.0 ng/mL”  File: “110309A witf®
Zomk Name: "PFOS"  Mass{ea) "409.0/80.0 smu” Peak Nama: "1ICPFOS(M«ANIS)"  Mass{es): "503.0/80.0 amws”
Comnent; ™ Annotation: = Comment: ™  Annotation: ™
wple Index: 22 sample Index: 22
ple Type: standard 198 samplas Type: standard 198
Luncentration: 5.00 ng/mL Concentration: 1.00 ng/eL
calculated Conc: 4.99 ng/mL calculated Conce N/A
Acq. Date: 11/3/2008 Acq. Date: 11/3/2009
Acg. Time: #:21,20 PM 5.088 Acq. Time: §:21:20 PM 11005
Heied: No Moditied: No 10085
)o. Algorithm: Analyat Classic 4.5e5 Proc. Algorithm: Analyst Classic
ching Factor: i Bunching Factor: 1
...se Threshold: 15.73  cps Noise Threshold: 140.21  cpe
Area Threshold: 74.65  cps 4085 Ares Threshold: 701.07  cps 9.00e4
Num. Swooths: 1 Num. Smcothm: 1
Sep. Widrh, 0.20 sep. Width: 9.20
~ \. Height: 0.01 Sep. Height: 0.01 3.00e4
.. Peak Ratio: 5.00 3585 Exp. Peak Ratio: 5.00
. Ad3. Ratio: 4.00 Exp. Adj. Ratio: 4.00
val. Ratio: 31.00 exp. val. Ratio: 3.00 7.00e4
Window: 30.0 sec 4 30 RT Window: 30.0 sec S
sxpecred RT: 4.06  ain > Expected RT: 4.06  win
Jse Relative RT: No Z Use Relative RT: No g £.0084
Int. Type: Bage To Base é 2565 int. Type: Base To Base 2
ention Time: 1.98  wmin Retention Time: 198  min = 5.00e4
a; 1742971 counts Area: 339962  counts
ght: 546364 cpa 2,005 Height: 119223 cps
rt Time: 3.88  min Start Time: 3.92  min 40004
end Time: 4.41  win £nd Time: 418 min
1.505
3.00e4
1085 2.0004
5 Ood 1.00e4 4
« 0.0 L— 0.00
B 4 6 8 2 4 8
Tima. min Time. o
Research, Inc.
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alyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
srinting Time: 8:55:47 AM MPI Set No.: 110309A Instrument No.: LC/MS/MS #9
'rinting Date: Friday, November 06, 2009

Sampis Name. “Methancl Wash® _ Sampie 1D "Methancl Wash: Fia; 110309A wiT- Fie. 11030

Suak Nume: “PFOS™  Mass{oa): “460./80.0 amu”
3 ~  Annottion: ™

Sommaent:
sample Index:
sample Type:
Concentration:
calculated Conc:

. pDate:

(. Tine:

ified:

rioc., Algorithme:
Bunching Factor:
Noise Threshald,
Ares Threshold:
. Swoothe:

. Width:

. Haight:

. Peak Ratio;
. . Ad). Ratio:
gxp. val. Ratio:
RT Window:
Expected RT:

~ ~ Relative RT:

. Type:
antion Tioe:
a

Height:

start Time:

snd Time:

23
Solvent
0.00 ng/mL
N/R 1804
11/3/2009
8:32:16 PM 150

HNa 140
Analyat Classic
1

15.73  cps

7viss cps 120
0.20
0.01 110
5.00
4.00 100
3.00

10.0 sac
4.06 min
No

Base To Base

intensity, cps
@
e

3.98 ain 704
209 counts

81  cps 60
1.95  ain

4,05  min 50

40

30

20

" Lo

y

sampla Index;
sample Type:
Concentration:

Acg. Date:
Acq. Time:

Modified:

Calculatad Conci

33
golvent
1.00
72N
11/3/2009
9:12:16 PM

¥o

intensity, cpe

Sample Namas: "Methanol WM" Sample ID: "Methanol Wash™
Peak Name: "13CPFOS(M+4}ISY" Mass{sa). “503.0/80.0 anws*
Comment. ~  Annctetion: ™

80

75

70

85

80

85

50

45

40

Fils: "110309A wifl"

Sample Name: “Methanol Wash™  Sampie ID: "Mathanol Wash™  File.
I Peak Neme: “PFOS™  Mass(es). “439.0/80.0 amu”
Comment ™ Annotation: ™~
sample Index: 24
ple Type: Solvent
wcentration: 0.00 ng/mL
culated Conc: N/A 180
. Datay 11/3/200%
neq. Timey 8:43:12 PM 70
Modified: No 160
Proc, Algorithm; Analyst Classic
«ching Factor: 1 150
..se Threshald, 15.73  cps
‘a Threshold:  78.6%5  cps 140
. Smooths: 1
wey. Width, v, 20 130
sep. Height: ¢.01
£xp. Peak Ratio: 5.0 120
exp. Ad). Ratio: 4.00
. val. Ratie: 3.00 110
Window, 30.0 sec
ected RT: 4.06 =in 100
< Relative RT: No

Int. Type:
Recention Time:
Area:
Height:

rt Tioe:

t Time:

Intsnsity, cps
4

Base To Ba

4.30 min 80
200 counts

87 cpw 70
4.26  ain

4.35, win 60

50

40

30

20

10

o

“110309A.wift™

3.45,

W Sampis Name: “Control®  Sampls [D: "MC4311 Dear Serum Controf®  File: "110308A wiff™
2epk Nome: "PFOS"  Mass(ss) "490.0/80.0 amu”

»d

semple Index:
sample Type
concentration:

Acq. Date:
Acg. Time:
Modified:

Sample Neme: "Methanol Wash™
Peak Name: “13ICPFOS{M+4XISY"  Mass{es) "503.0/30.0 wrw”
Comment. ™  Annotation: ™

Calculated Canc:

24
Solvent
1.00
N/A
11/3/2009
¥:43:12 PM

ng/aL

No

Intensay, cps

Sample iD: “Msthencl Wash™

110

&

Fite: "110300A wiff”

3.4

Wla il

Sample Name. "Control®  Sample 1D: "MC4311 Dees Serum Contro™  Fide: "110308A will"
Peak Name: "13CPFOS(M+4XIS)"  Mass(es): "503.0/80.0 amu”

Comment ™ Annotation: ™ Comment ™  Annatation; ™
ple Index: 25 Sample Ind 25
ple Type: Unkaown 398 sample Type: unknown 139
Luncentration: N/A Concentration: 0.500 ng/ml
calculated Caonc:  ©0.153  ng/mbL 550 calculated conc: N/A 4504
Acq. Date: 11/3/2009 Acg. Data: 11/3/200%
neq. Time: B:54:07 PM Acq. Time: 8:54:07 PM
1 Ledc No 500 Modified: No 4004
. Algarithm: Analyst Classic Proc. Algoritha: Analyst Clamsic
ching Facto 1 Bunching Factor: 1
..ae Threshold: 15.73  cps 450 Noilse Threshold: 140.21 cps
ares Threshold: 78.65  cps Area Threshold: 703.07  cpa 3504
Hum. Swooths: 1 Num. Smaoths: i
Sep. Width: 0.20 400 sep. Widch: a.20
S o, Height: 0.01 sep. Height: 0. 01
Peak Ratio: 5.00 Exp. Pesk Ratlio: 5.00 3.0e4
" Adjl, Ratio: 4.00 350 Exp. Adj. Ratio: 4,00
val. Ratio: 3.00 Exp. val. Ratio: 3,00
Windowe 0.0 sec Y RT Window: 30.0 sec L
gxpected RT: 1.06  ain > e Expected RT: 4.06 w=in ¥ 25e4
Jae Relative RT: No g 4 Use Rslative RT, No %
2
Tne. Type: valley int. Type: Base To Bage L
ention Time: 1.5 min s 250 Ratention Tine: 3.99  min S 20e
a: 1961  counts Area: 137306  counts
ght: s68  cps Haight 47875 cpm
re Tiae: 3.22  wmin 200 start Time: 3.91  min
sund Time: 4.13  min End Time: 4.17  ain 1504
150
1.004
100
380,
5000.0
50
0.42 216 2.30 .
olanky ot 00 :
2 4 2 4 8 8
Jime, min
Research, Inc.
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lyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
rinting Time: 8:55:47 AM MPI Set No.: 110309A Instrument No.: LC/MS/MS #9
rinting Date: Friday, November 06, 2009
.
Jampls Name. "LCS A" Sampls ID: "MC4311 Desr Serum Spike A, 10 ng/mi.” File: "110308A wilf" Sampie Name. "LCS A" Sample 1D: "MC4311 Deer Serum Spike A, 10 ng/mL”  Fite. "110300A.wf"
’eakNlmQ “PFOS”  Mussl{es) "499.0/80.0 amu” Paak Name: "13CPFOS(M+AYISY  Mass{ss). “503.0/80.0 amws”
Annotation: ™ Comment ™ Annotaton. ™
26 Sample Index: 26
Qc . 308 Sample Type: ac 198
10.0 ng/mL 24044 Concentration: 0.500 ng/ak
10.0 ng/wy calculated Concs H/A 5004
11/3/2009 Acq. Date: 11/3/2009
9:08:03 PH 2204 Roq. Tiee: 9:08:03 PH
iffed: No Modified: No 4.504
Proc. Algorithm: Analyst Claseic 2.004 Proc. Algorithe: Analyst Clasaic
Bunching Factor: 1 Bunching Factor: 1
Noise Threshold: 15.7)  cps Noise Threshold: 140.21 cps 4004
Area Threshcld: 78.65  cps 1804 Area Threshold, 701.07  cps
Smoothe: 1 Num. Smooths: 1
width: 0.20 Sep. Width: 0.20
Height( 0.01 1604 Sep. Height: 0.01 3504
Peak Ratio: 5.00 Exp. Paak Ratio: 5.00
sap. AdJ. Ratlo: 4.00 Exp. Ad). Ratio: 4.00
Exp. Val. Ratio: .00 1.4e4 Exp. Val, Ratio: 3.c0 3.004
RT Hindow: 30.0 sec 3 RT Window: 30.0 sec 3
gxpected RT: 4.06  win > Expected RT: 4.06 min >
Relative RT: No 1.204 Use Relative RT: No
A 2.5e4
Type: valley 2 Int. Type: Base To Rase
-nuon Tine: 3.98  win T Retention Time: 31.98  win
: 76698 counts : Araa; 143222 counts 2,004
Hoiqht: 24304 cps Height: 52574 cps g
start Time: 3.90 ein 8000.0 Start Time: 3.92 win
End Time: 4.13  ®min g %nd Time, 4,14 min
1.5e4
8000.0
1.004
4000.0
2000.0 5000.0
- 0.0 L (X4 T T
2 4 8 8 2 4 8
Tima o Time, min.
Sampie Name. "LCS B Sampie ID: "MC4311 Deer Serum Spike B, 50 ng/mL”  Fite: "110309A.wff" Sampls Name: "LCS B™  Ssmple iD: "MC4311 DQﬂScmmSpkl B, 50 npimL™  File: “110300A witl™
Peak Name: "PFOS"  Masa(es); “469 0/80.0 smu” Peak Nerne: "‘3CPF05(M44)(I3)" Macs{es): "503.0/80.
Comment. ™ Annotetion. ™ Commant =  Annotetion: =
“-sple Index: 27 sample Index: 17
ple Type: oc sample Type: Qc
centration: 50.0 ng/mu 12085 358 Concentration: 6.500 ng/aL 5 Sed .98
culated Conc: 49.0 ng/sL calculated Conc: N/M
. Date: 11/3/3009 Acq. Date: 11/3/2009
Acq. Time: 8:16:01 PM 1 1065 Acq. Tiwe: 9:16:01 PM 5004
Modified: Na Modified: No
Proc. Algorithm: Analyst Classic 10085 Prac. Algorithm: Analyst Clasmic 4504
ching Pactor: 1 Bunching Factor: 1
se Threshold: 15.71  cps Noise Threshold: 140.2}  cps
a Threshold, 78.65  cps Area Threshold: 701.07  cps
Snoathe: 1 60084 Num. Smooths: ' 4,004
sup. Width: 0.30 sep. Width: 0.30
Sep. Height, 6,01 Sep. Helght: 0,01
Exp. Peak Ratio: 5. 00 8.0004 Exp. Peak Ratio: s.00 3 5e4
Exp. Adj. Ratio: 4.00 Exp. Adj, Ratioc: 4.00
val. Ratio: 3.00 Exp. Val. Ratior 3.00
10.0 sec § 7 00e4 RT Window: 30.0 sec § 3.004
e 4.06  min ] Expected RT: 4.06 min >
No § 6.00e4 Use Relative RT: No g
Int. Bxponanzial gkim 3 nt, Type: Base To Base _5‘ 2504
Retention Time: 9 nin = Retantion Time; 3.58  min
Arear uusss counts 5.00e4 Area: 154891 counts
‘ght) 124526 cps Height: 56246 cps 2004
rt Time: 3.83  win start Time: 3.91  ain
Times 4.4 min 4.00e4 End Time: 4.16  ain
. 1504
3.0004
2,008 1,004
1.00e4 5000.0
0.00 0.0
2 4 ] 8 2 4 8
a1 —-— e 08 e
W Sample Name: '119345-2 Spk C-  Sampie 10: "Deer # 7 3.5 yr mafe-serum Spike C, 50 ng/mL”  Fite: 1103094 witf” Semple Name: "L.19345-2 Spk C* Sampls 10: "Deer #7 3.5 yv male-serum Spike C, 50 ag/ml"  File "110309A. will™
>emk Name: “PFOS™  Mass(es); "490.0/60.0 s Pesk Name, “13CPFOS(M+4)IS)"  Mass{es). "503.080.0 sow”
Sommant ™ Annotation: Comment ™ Annotation: ™
ple Ind 28 sample Index: 28
ple Type: oc 3.97 sample Type: Qc
concentration: 56.0 na/mL Concentration 0.500 ng/aL
calculated Conc: 83 ng/mk 1606 Calculated Conc: /A 4504
Acq. Date: 11/3/2009 Acq. Date: 11/3/2009
Acq. Time: 9:26:57 PM 1 508 Acq. Time: 9:26:57 P
fieds No Modifled: ¥o 4.004
¢. Algorithm: Analyst Classic 1.406 Proc. Algorithm: Analyst Classic
ching Factor: 1 Bunching Factor: 1
woise Threshold: 15.72 cps 1.3e6 Noise Threshold: 140.21 cpa
Area Threshoid: 70.65  cps Area Threshold: 701.07  cps 3.5e4
Nus. Smooths: 1 1.2¢8 Num. Swooths: 1
Sep. Width: 0.20 sep. Width: 0.20
Height: 0.01 1106 Sep. Haight: 0.01
Peak Ratio: 5.00 . Exp. Peak Ratio: 5.00 3.0e4
Adj. Ratio: 4.00 Exp. Adj. Ratiar 4.00
- . val. Ratio: 3.00 10e6 Exp. val. Ratio: 3.00
Window: 10,0 sec = RT Window: 30.0 aec -
Expected RT: 4.06 min 8 9005 Expected RT: 4.06 wmin B 2504
U9e Relative RT: L g Use Relative RT: Ho 2
H 8 05 g
“-r. Types valley $ int. Type: Base To Base £
ention Time: 3.97  ain = 7 0e5 Retention Tima: 3.98  win = 20e4
a: 6230547  counts Area: 133554  counta
ght 1670561  cps 6 085 Height 16070 cps
rc Time: 1.8 win start Time: 1.92  =min
End Time: 4.61  ain 5.005 Bnd Time: 4.14  win 1564
4.065
1.0e4
3.0e5
2.0e5 5000.0
1.085
i 00 o0 T
) 2 4 8 3 2 4 8
. Time, roin Tims, min

' Research,

Inc.
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ilyst Version:
rinting Time:
'rinting Date:

l1.4.2

Friday,

B:55:47 AM

November 06,

2009

MPI Study: L19345

MPI Set No.

110303A

Operator:

Instrument No.:

Mark Neeley

LC/MS/MS #9

{ample Name. -L19345-2° Sampia ID: "Deer #7 3.5 y7 male-serum™  Fite: "110309A.wiff"
ook Neme: “PFOS”™  Mass(os). “459.0/80.0 amu”
otaton

Somment ™
Sample Index:
sample Type:
concentration:
~-iculated Conc:

.. Date:

. Tiwe:

1fied:
Proc. Algorithm:
Bunching Factor:
Noise Threahold:
Area Threshold:
. Smooths;:
. Width:
. Height:
peak Ratio:
. Ad3. Ratio:
Exp. Val. Ratio:
RT Window:
Expected RT:
© Relative RT:

29
Unknown
N/A
845,
11/3/2009
9:37:54 PM

ng/sL

No
Analyst Classic
1
1§.73
18.65

cps
cps

w
ZaDwANS O
o
°

.0 sec
.06 ain
o

intensity, cps

. Type: Base ‘To Base
ention Time: 3.50  min
ax 6070940 counts

Height : 1653914 cps

Start Time: 3.83 min

®nd Time: 4.52 rin

1608

1.508

1.3e8
1.2e8
1.1e8
1.006
9.0e5
8.0e5
7.003
6.0e5
5.085
4.0e5
3005
2.0e5

1,005

Sampla Index:
sawple Typs:
Concentration:
calculated Conc:
Acg. Date:

Acq. Time:

Modifsed:

Proc. Algoritha:
Bunching Factore
Noisa Threshold:

Ares Threshold:
Num. Smootha:
Sep. Width:

Sep. Height:
¥xp. Peak Ratio:
Exp. Adj. Ratio:
Exp. Val. Ratio;
RT Window:

Expected RT:
Use Relacive RT:

0.0

Sumpis Name: "1.19345-2 Dup”  Sample 102 "Deer #7 3.5 y1 male-senuim Duplicate”  File:
PFOS”

Peak Na

Mass(os): “499.0/80.0 amu®

Comment: =~ Annotation: ™

sample Index:
ple Type:
cantration:
culared Conc:
. Date

ACy. Time:

Wodified:

Proc. Algorithm:
ching Factor:
se Threshold:
+ Threshold;

. Swootha
scp. Width:
sep. Height:
Bxp. Peak Ratio:
exp. Adj. Rati

val. Ratio:

Window:

sected RT:

Relative RT:

30
Unknown
N/A
852,
11/3/2008
9:48:52 PM

ng/ml

No
Apalyst Classic
1

15.73
78.65

cps
cpe

ZaOWwDNO O
°
°

o sec
as min
o

intenaity, cps

Int. Type: Exponential Bkim
Retention Time: 3.98  win
Aran; 6512065  counte
“night: 1773958 cps

£t Tima: 3.85  min

| Time: 4.31 min

19
Unknown
0.500 ng/mL
11/3/2009%
9:37:54 M

No
Analyst Classic

1
140.11
701.07

cps
cps

20

o1

00

00

(13

o wac
.08 win
No

o
A0 uasmoowm

nt. Type: Base To Base
Retencion Time: 3.38 min
Aras: 115799 counts
Height) 46466 cCps

Start Time: 1.82 min
xnd Tise: 4.14  amin

2504]
4004

3504

Intensity, cps

2004

1.084

5000.0

Sampis Name: SL10345-2  Sample [D: "Deer #7 3.5 y7 male-cerum™  File: “110308A.wiff"
Peak Name: “13CPFOS{M+4XIS]”  Mess{es). “503.0/80.0 emu”
Commant ™  Annotation: ™

0.0

2 ] 2
10300A. wiff* Sampts Name: -L19345-2 Dup”  Sample iD: "Deer #7 3.5 yr me-serum Dupicen™  Fi
Pask Neme: "13ICPFOS(M+4)(1S)"  Mass{es). "503.080.0 amu”™
Comment ™  Annotation; ™
sample index; 30
198 saaple Type: tnknown
Concentration: 0.500 ng/mL
1.7¢8 calculated Conc: N/A
Acq. Date: 11/3/2009 4504
1.868 Acqg., Tine: 3:49:52 PN
1508 Modified, No
Prac. Algorithm: Analyst Classic 4.004
1408 Bunching Factor: 1
Noise Threshold: 140.21  cps
1.308 Area Threshold: 701.07  cps
Num. Smooths: r 3.504
Sep. Width: 0.10
1208 Sep. Height. 0,01
Exp. Peak Ratio: 5.00
1108 Bxp. Ad§. Ratio: 4.00 3.0e4
Exp. val, Ratio: 3.00
1.0¢8 AT Window: 0.0 sec ]
Expacted RT: 4.06 wmin 2504
9.0e5 Use Relative RT: Ho E
8.0e5 Int. Typ#: Base Ta Bass £
Retention Time: 3.98 = 204
7 0e8 Ares: 144401 counts .
Height: 49871 cps
8.0e5 start Time: 3.94  min
End Time: 4.316  ain 1504
5.0
4.0e8
1.004
3.003
2.0e8 5000.0
1.0e5
0.0 (2]
2 8 2

W Sample Name. "L19345-17

Seak Nama: "PFOS"  Mass(ow): "499.0/80.0 amu”

Sample 10 "Doer # 8 0.5 yr femels-xerum”  Fila: "110308A.wit"

I Sampls Name: "L19345-17

4

Sample 10: "Deer #6 0.5 yr fomale-serum™  Fiie: "1 10309A. wiflT
Peak Nama: “13CPFOS(M+A}1S)"  Mass{es). "503.0/80.0 amu”

Somment ™ Annotation: ™ Comment ™  Annotation. ™
ple Index: 31 sample Index: 31
ple Type: Unknown sample Type: Unknown %8
Louncentration: N/A 2.6a5 Concentration: 0.500 ng/mL
calculated Conc: 114 ng/aL calculated Conc: N/A 5 0ué
Acqg. Dat 11/3/2009 Acq. Date: 11/3/2009
Acq. Tiwe: 9:59:49 PM 2405 Acq. Tise: 9:59:48 PM
nfied: Ho Hodified: No 4504
. Algorithw: Analyet Classic 2.2¢5 proc. Algorithm: Analyst Classic
ching Pactor: 1 Bunching Factor: 1
. ..38 Threshold: 15.73  cps 05 Noiss Threshold: 140.11  cps 4004
hrea Threshold: 78.65  cpa 2.00 Area Threshold: 701.07  cps :
Num. Smooths: 1 Num, mooths: 1
Sep. Width: .20 Sep. wWidth: ©.20
. Height: o, 01 1808 Sep. Height: 0.01 3504
Peak Ratio: 5. 00 Exp. Peak Ratic; 5.00
Adj. Ratio: 4.00 1605 Exp. Ad3. Ratio: 4.00
. val, Ratio: 3.00 Exp. Val. Ratio: 3.00 308
Window: 10,0 sec 4 RT Window: 30.0 sec 8 4
Expected RT: 4.06  win S 1.4e8 Expected RT: 4.06  min ]
Use Relative RT: Ko ?g- Use Relative RT: No g
2504
rar. Type: Exponential skim i 1.2¢5 Int. Type: Base To Base 2
antion Time: 3.98  min Retantion Time: 3.98  min =
. 886292  counts Area; 147425 counts
g;u:: 262642 cpm 1.0e5 Helght: 53003  cps 2.0e4
re Time: 3.84  min Start Time: 3,92 min
end Time: 4,14 min 5.004 £nd Time: 4.16  min
. 1.524
6.0e4
1 Ced
4.004
5000.0
2.0e4
00 7 0.0
2 4
Time, min, Time. oo
Research, Inc.
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lyst Version: 1.4.2
rinting Time: 8:55:47 AM
rinting Date: Friday,

November 06,

2003

MPI Study: L13345
MPI Set No.:

110309A

Operator:

Instrument No.:

Mark Neeley
LC/MS/MS #9

ample Name: "5S33815  Sample iD: "CCV, 1 0 ng/ml”
sak Nome: "PFOS*  Mass(es): “499.0/80.0 wrms”
‘0 = Annotston: ™

Fite: "1 10309A watl”

Sample Name: "5533615"  Sample i0: "CCV, 1.0 ng/mb”
Peak Name: “13CPFOS(M+4XISY”  Mass(es). "503.0/80.0 smu
Comment ™ Annotation. ™

Fiw. -1 10303A. wil

sampl, : 32 sample Index: 32
samp¥: Qc sample Type: 198
conces; ' 1.00 ng/wL Concentration: 1.00 ng/wL
cu onc: 1.08 ng/mL 11085 calculated Conc: R/A
. Dats: 11/3/2009 . Acq. Darve: 11/3/200% 1.10e5+4
. Timw: 10:10:46 PM Acq. Time: 10:10:46 PM
- iftmd: No 10008 Modifled: o 1.0005
Proc. Algorithwe: Analyst Classic Proc. Algorithm: Analyst Classic
Bunching Factor: 1 Bunching Pactor: 1
Hoise Threshold: 15.73  cps 9.0004 Noise Thrashold: 140.21  cps 9.00e4
*-+a Threshold:  78.65  cps Ares Threshold: 701.07  cps
. Smoothst 1 Num. gmooths: 1
. Widthy 0.20 8.0004 dep. Width: 0.10 8,004
. Hetghty 0.01 Sep. Height: 0.01
. Pask Ratio: 5.00 Exp. Peak Ratio: 5,00
¥xp. Adj. Ratio; 4.00 7 0Ged Exp. Adj. Ratios 4.00 ’
Exp. Val. Ratio: 3.00 2xp. v:x. Ratio: 3.00 a4
AT Window: 30.0 sec RT Window: 0.0 sec
Exvectad RT: 4.06  min E‘ 5.00e4 Expacted RT: 4.06  =min §
Relative RT: Yo " Use Relative RT: wo g 6.00e4
. Type: Base To Base Int. Typs: Sase To Base £
ention Time: 3.98  min 5.004 Retention Time: 3,90  win = 500e4
Pyre 3¢m441  counta Area; 329728 counta
Helght: 115045  cpa Helghty 116504 cps
start Time: 3,88 min 4.0084 stagt Time: 3.92  min 4.0004
End Time: 4.28  win #nd Time: 4.18  min
3.00e4 3.00e4
2.0004 2.00e4
1.0064 1.0084
000 0.00
2 & 2 4
Time, min Time, min
{
" Research, Inc.
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Sponsor Study No: NA Limit of Quantitation: 10 ng/mL Set No: 110509A

MP1 Study No: L19345 injection Volume: 15 uL Analyst: Mark Neeley
Analyte: PFOS Matrix: - Deer Serum instrument Type: LC/MS/MS Unit #9
lons Monitored: 499 -> 80 Extraction Date: 11/03,05/09
Site: NA Analyzed on: 11/05/09
Internat Internal Amount
Std. Std.  Aliquot Dilution Standard Analyte  Analyte
MP! Research Sponsor sample Sample Index Conc. Conc. Factor  Factor Peak Peak Found Added  Recovery
D 0 Code No. (ng/mL){ng/mL) (AF) {DF} Area Area (ng/mL)  (ng/mL) (%)
$533618 - (a3 1 0.100 1.0 - - 37967 327142 . - .
$533617 - w3 2 0.200 1.0 - - 73226 332455 - - -
5533616 - cs 3 0.500 1.0 - - 178604 319945 - - -
$533615 - cs 4 1.00 1.0 - . 364800 328714 -
5533614 - (83 5 2.00 1.0 - . 701769 321742
5533613 - (&3 6 5.00 1.0 - - 1710276 315704
Methanol Wash - w 7 - - - - 1] 0 . -
Methanol Wash - W 8 - - 1] 0 - -
Control MC4311 Deer Serum Control (o 9 0.5 40 1 1278 78792 ND - .
LCS A MC4311 Deer Serum Spike A LCcs 10 0.5 40 1 45665 78483 10.5 10 105
LCS B MC4311 Deer Serum Spike B LCcs 11 - 0.5 40 1 242262 90148 49.2 50 98
1.19345-2 Spk C Deer #7 3.5 yr male-serum Spike C.  LF 12 - 0.5 40 50 240880 162940 1349 1000 68
L19345-2 Deer # 7 3.5 yr male-serum S 13 - 0.5 40 50 117915 159785 670 - B
119345-2 Dup Deer #7 3.5 yr male-serum Duplicate S 14 . 0.5 40 50 120178 162619 671 - -
5533615 - ccy 15 - 1.0 - - 374895 336883 1.01
Analyte Found (ng/mL) = (({(analyte peak area/IS peak area) - intercept) / slope) x IS conc.) x AF x DF Standard Curve : Linear (1/x weighted)
Intercept = 0.00786
Recavery (%) = [Analyte found (ng/mL)-Analyte found in control (ng/mL)]  x 100 Slope = 1.09
amount Analyte added {ng/mL) Coef. Of Det. = 1.000
Cs = Calibration standard LF = Lab fortified sample W = Methanol Wash
CCV = Continuing Catibration Verification FF = Field fortified sample ND = Not detected = Response between 0 and LOD
C = Control sample LCS = Laboratory Control Spike NQ = Not quantiffable = Response between LOD and LOQ
S « Sample

Spreadsheet prepared by:_Mm 7 -4 o




Al
MPI
RESEARCH

MPI Reseach Study Number:
Sponsor Study/Protocol No:

3058 Research Drive
State College, PA 16801

L19345

NA

The samples listed below were removed from Freezer No. e

Phone: 814-272-1039
Fax: 814-231-1580

Internal Chain of Custody/Fortification Sheet

Matrix: Deer Serum

Time _7:-51 A Date  #1-5 -9 Initials e
CLIENT SAMPLE 1D MPI RESEARCH ID NUMBER | VOLUME (mL) | FORTIFICATION (ng)
na MC4311 Control 1.0 -
na MC4311 LCS A 1.0 10
na MC4311 LCS B 1.0 50
Deer #7 3.5 yr male-serum 1.19345-2 Spk C 1.0 1000

o

Spiking Solution Used

Volume Used for Spiking Initial/Date

MC4311 LCS A S$S0033620 (200 ng/mL) 50 uL (50-250pL auto-pipetie) | 4y //-52%
MC4311 LCS B $S0033619 (1000 ng/mL) 50 pL (50-250pL auto-pipette) | ,aps 1y s
1.19345-2 Spk C $S0032983 (100000 ng/mL) 10 uL (0.5-10uL auto-pipette) | 410/ //jos07
All Samples $50032652 (100 ng/mL) 200 pL (50-250pL auto-pipette) | g7 11527
All samples were measured using a digital autopipet IN_£4 ;4 .
Time je:e¢ Apm Date __j1-5-cg Initials __ o
After measuring samples were returned to Freezer No. _3{
Time _yp:27 Am Date ___ /-5 -o7 Initials 1/

Comments:

Analysis Summary:

Set extraction/analysis' data verified by:

3

Data Set: _s70507A
Data Set: -

Data Set: .

Initials/Date: M | 4/-5-¢F
Initials/Date: - /=
Initials/Date:  ~—~ /|

Date: H [l 01
Juky 02, 2007/2
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“ilyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
‘rinting Time: 2:02:53 PM MPI Set No.: 110509A Ingtrument No.: LC/MS/MS #9
’rinting Date: Thursday, November 05, 2009

M jy-5-09
-oject: \sc1wp5556\mdrive\PE SCIEX DATA\Projects\P5195 Batch:09_110509A Serum Tab:Sampie Set:SET1 AcgMethod:P5195_102

San )

Sample Name Sample ID Pt;lsl?i:gon : Data File
1SS33618 Calibration Standard, 0.1 ng/mL. R L 09_110509A\110509A |
~  :SS33617 ' Calibration Standard, 0.2 ng/mL ) 2 109_110509A\110509A
3. iSS33616 ! Calibration Standard, 0.5 ng/mL 3 109_110509A\110509A
- 1S8S33615 Calibration Standard, 1.0 ng/mlL. 4 '09_110509A\110509A
. |SS33614 Calibration Standard, 2.0 ng/mL i 5 09_110509A\110509A
6  |SS33613 Calibration Standard, 5.0 ng/mL 6 109_110509A\110509A
Methanol Wash | Methanol Wash 91 109_110509A\110509A
o |MethanolWash Methanol Wash 91 09_110509A\110509A
9 Control MC4311 Deer Serum Control 41 09_110509A\110509A
7 |LCSA MC4311 Deer Serum Spike A, 10ng/mL 142 109_110509A\110509A
11 [LCS B MC4311 Deer Serum Spike B, 50 ng/ml. 43 109_110509A\110509A
12 1L19345-2 SpkC | Deer # 7 3.5 yr male-serum Spike C, 1000 ng/mL, DF=50 |44 109_110509A\110509A
3 1L19345-2 Deer # 7 3.5 yr male-serum, DF=50 - o % 345 309_1 10509A\110509A
14 1119345-2 Dup  Deer # 7 3.5 yr male-serum Duplicate, DF=50 n-571146 109_110509A\110509A
5 1SS33615 ‘CCV, 1.0 ng/mL ' 4 109_110509A\110509A

" Research, Inc.
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LC/MS/MS SYSTEM AND OPERATING CONDITIONS

Protocol No: NA

Instrument:

Computer:

Software:
HPLC Equipment:

HPLC Column:

Column Temperature:

Mobile Phase (A):
Mobile Phase (B):

MPI Study No: 1.19343

AB API 4000 Biomolecular Mass Analyzer, (LC/MS/MS #9)
SCIEX Turbo lon Spray Liquid Introduction Interface

Turbo Ion spray temperature = 450 °C
Dell OptiPlex GX 110

PE Sciex Analyst 1.4
Hewlett Packard (HP) Series 1100

HP Quat Pump HP Vacuum Degasser

HP Autosampler HP Column Oven
Phenomenex Luna C8 (2) Mercury, 2cm x 4mm, 3 pm (ExyLIMS ID:
MA0052622)
35°C

2 mM Ammonium Acetate in Water (ExyLIMS ID: SL0045925
Methanol (ExyLIMS ID: RE0047880) '

Injected Volume: 15 puL
Time (min) % A % B Flow Rate
(uL/min)
0.0 90 10 750
0.5 90 10 750
2.0 10 90 750
5.0 10 90 750
5.1 0 100 750
6.0 0 100 750
6.1 90 10 750
10.0 90 10 750
Ions monitored:
Analyte Parent ion Daughter ion(s)  Dwell (secs)
PFOA 413 369 0.200
PFOS 499 80 0.200
3C PFOA (m+2) 415 370 0.200
Internal Standard
3C PFOS (m+4) 503 80 0.200

Internal Standard

Analyst:

Mark Neeley M D - 50

MPI Research, Inc.

3058 Research Drive, State College, PA 16801
Phone: (814) 272-1039 FAX: (814) 231-1580

All Handwritten Peak ID’s by: g 1V




lyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
'rinting Time: 2:03:29 PM MP1 Set No.: 110509A Ingtrument No.: LC/MS/MS #9
'rinting Date: Thursday, November 05, 2008

Mp? H-50F

XE -6.00 -6.00

er Table(Period 1 Experiment 1):

“AD: 7.00
CUR: 20.00
GS1: 50.00

32: 40.00

3: -4500.00
TEM: 450.00
ihe: N

e -10.00

Agilent LC Pump Method Properties

~ump Model : Agilent 1100 LC Quatermary Pump
inimm Pressure (psi): 0.0

.axdmum Pressure (psi): 5801.0

Compressibility: 100.0
2ad Volume (pl): 40.0
roke Volume (pl) : -1.0
sEximm Flow Ramp (ml/min?) : 100.0
Maximum Pressure Ramp (psi/sec): 290.0
' Zep Table:
Ster Total Time(min) Flow Rate(ul/min) A (%) B (%) C (%) D (%) TE#l TEH2 TEH TEHM
0 0.00 750 0.0 0.0 90.0 10.0 open OpEn open open
0.50 750 0.0 0.0 90.0 10.0 open open pen  open
2.00 750 0.0 0.0 10.0 90.0 open open  open  open
3 5.00 750 0.0 0.0 10.0 90.0 open open open open
2 5.10 750 6.0 0.0 0.0 100.0 open open open open
750 0.0 0.0 0.0 100.0 open open Open oOpen
750 0.0 0.0 90.0 10.0 open  open open open
7 750 0.0 0.0 90.0 10.0 open open Cpen open
_rimary Flow Rate (ul/min): 200.0
Flow Sensor Calibration Table Index: 0
Jilent Colum Oven Properties
w2ft Temperature (°C): 35.00
Right Temperature (°C): 35.00
amperature Tolerance +/- (°C): 1.00
tart Acquisition Tolerance +/- (°C): 0.50
vime Table (Not Used)
Colum Switching Valve Installed
osition for first sample in the batch: Left
se same position for all samples in the batch
Agilent Autosampler Properties
ltosampler Model: Agilent 1100 Wellplate Autcsanpler
minge Size (W) : 100
Injection Volume (pl): 15.00
Draw Speed (ul/min) : 200.0
ject Speed (ul/min): 200.0
xdle Ievel (mm): 0.00
Tamperature CGontrol Enabled
Catpoint (4 - 40C): 4 )
sh Location: Flush Port
..agh Time (1 - 999 sec): 10
Jc Delay Volure Reduction Not Used

Research, Inc.
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lyst Version: 1.4.2 MPI Study: L19345
rinting Time: 2:03:29 PM MPI Set No.: 110509A

rinting Date: Thursday, November 05, 2009

Operator: Mark Neeley
Instrument No.: LC/MS/MS #9

Bquilibration Time (sec): 2
Frable Vial/Well Bottom Sensing No
se Custan Injector Prograr No

Mot 1V =507

Research, Inc.
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" alyst Version: 1.4.2

MPI Study: L159345 Operator: Mark Neeley
'rinting Time: 2:03:29 PM MPI Set No.: 110509A Instrument No.: LC/MS/MS #9
'rinting Date: Thursday, November 05, 2009
Mt v - S-o9
A on Information:
ocquisition Method: P5195_102909.dam
reated: Thursday Octaber 29 2009 09: 35: 12 AM
Last Modified: Friday Octdber 30 2009 10: 56: 20 AM
Tooent : PFOA PFOS
ynctronization Mode: 1C Sync
. uto-BEquilibration: Off
Acquisition Daration: 10minOsec
~aber Of Scans: 732
aricds In File: 1
acquisition Module: Acquisition Method
Software versimn Analyst 1.4.2
reriod 1
sans in Pericod: 732
slative Start Time: 0.00 msec
Experiments in Pericd: 1
ariod 1 Experiment 1
Scan Type: MRM (MRM)
larity: Negative
~an Mode: N/A
.m Source: Turbo Spray
Resoluticn Qi: Unit
- Unit
0.00 cps
0.0000 msec
5.0070 msec
No
0.00 am
3 Mass (ami) Dwell (msec) Parawr Start Stcp
369.00 200.00 DE -32.00 -32.00
CE -18.00 -18.00
XE -13.20 -13.20
Ql Mass (ami) Q3 Mass (ama) Dwell (msec) Paraw Start Stoc
415.00 370.00 200.00 Dr -32.00 -32.00
CE -18.00 -18.00
(@3 -13.20 -13.20
_L Mass (amu) Q3 Mass (amu) Dwell (msec) Parawr Start Stoc
499.00 80.00 200.00 DE -83.00 -83.00
CE -88.00 -88.00
CXE -6.00 -6.00
L Mass (ami) Q3 Mass (am) Dwell(msec) Parar Start Stop
503 80.00 200.00 DE -83.00 -83.00
: CE -88.00 -88.00
Research, Inc.
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lyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
rinting Time: 2:03:29 PM MPI Set No.: 110509A Instrument No.: LC/MS/MS #9
rinting Date: Thursday, November 05, 2009
MNp,2 1-51%
XE -6.00 -6.00
arameter Table(Period 1 Experiment 1):
AD: 7.00
CUR: 20.00
GS1: 50.00
32: 40.00
3 -4500.00
TEM: 450.00
ihe: N
= -10.00
Agilent 1C Pump Method Properties
~amp Model: Agilent 1100 LC Quaternary Pump
inimm Pressure (psi): 0.0
. axdimm Pregsure (psi): 5801.0
Compressibility: 100.0
sad Volure (ul): 40.0
-roke Volume (ul) : -1.0
paximm Flow Ramp (ml/min?): 100.0
Maximum Pressure Ramp (psi/sec): 290.0
:ep Table:
Ster Total Time(min) Flow Rate(ul/min) A (%) B (%) C (%) D (% TE#1L TEH2 TEH3 TEH#4
0 0.00 750 0.0 0.0 90.0 10.0 open  Cpen  open  open
0.50 750 0.0 0.0 90.0 10.0 open Open Cpen Open
2.00 750 0.0 0.0 10.0 90.0 open Cpen OpeEn  open
3 5.00 750 0.0 0.0 10.0 90.0 open  open  Copen  open
a 5.10 750 0.0 0.0 0.0 = 100.0 open open open  OpEn
6.00 750 0.0 0.0 0.0 100.0 open open Open  OpEn
6.10 750 0.0 0.0 90.0 10.0 open open  open  open
7 10.00 750 0.0 0.0 90.0 10.0 open Cpen open  open
_rimary Flow Rate (ul/min): 200.0
Flow Sensor Calibratian Table Index: 0
Jilent Colum Oven Properties
woft Temperature (°C): 35.00
Right Temperature (°C): 35.00
amperature Tolerance +/- (°C): 1.00
tart Aoquisition Tolerance +/- (°C): 0.50
1ime Table (Not Used)
Colum Switching Valve Installed
sgition for first sample in the batch: left
se same position for all samples in the batch
Agilent Putcsampler Properties
1tosampler Model: BAgilent 1100 Wellplate Autosampler
/ringe Size (ui): 100
Injection Volure (ul): 15.00
Draw Speed (nl/min):  200.0
ject Speed (pl/min): 200.0
sedle Level (mm): 0.00
Termperature Control Enabled
catpoint (4 - 40 C): 4
sh Location: Flush Fort
..ash Time (1 - 999 sec): 10
* tanatic Delay Volume Reductian Not Used

Research, Inc.
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lyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
rinting Time: 2:03:29 PM MPI Set No.: 110509A Ingstrument No.: LC/MS/MS #9

Mot 11 =507

rinting Date: Thursday, November 05, 2009

xration Time (sec): 2
ial/well Bottom Sensing No
se Qustam Injector Prograr No

# ~ Research, Inc.
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.lyst Version: 1.4.2 MPI Study: L13%345 Operator: Mark Neeley
'rinting Time: 8:51:45 AM MPI Set No.: 110509A Instrument No.: LC/MS/MS #9
'rinting Date: Friday, November 06, 2009

Mo 1)-b-e1

1 09_110509A.rdb (PFOS). "Linear" Regression ("1 / x" weighting): y = 1.09 x + 0.00786 (r = 1.0000)

5.4
5.2-
5.0
4.8+
46-
4.4-
4.2-
4.0+
3.8
3.6+
3.4

3.24

S AL

3.0+

2.84

jte £

2.6+

2.4-
224
2.0
1.8
164
1.4+ /
1.2+ |
1.0
0.8+
06-
0.4-

0.2 4

02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48
Analyte Conc. /IS Conc.

Resgearch, Inc.
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Jdyst Version: 1.4.2
‘rinting Time: 8:52:24 AM
'rinting Date: Friday, November 06, 2009

MPI Study:
MPI Set No.:

L1lS

345
110509A

Operator:
Instrument No.:

Mark Neeley
LC/MS/MS #9

Swmple Name: "S533818"  Sample ID: "Caktbration Standard, 0.1 ng/mL”
eak Nemw: "PFOS™  Mass{es). "486.0/80.0 emu”

Annotstion: ™

1

Fie: "1 10508A Wil

sample Index:

1

Sample Name: 5533618 Sample ID: "Calibration Stendard, 0.1 ngfmL”
Posk Namas. "13CPFOS{M+4}(IS)’ Msxs{es): "503.0/80.0 mms"
Commant ™ Annotation. ™

Fite: "110509A wiff"

standard 199 Sample Type: standard 399
1 0.100 ng/mbL Concentration: 1.00 ng/al ’
Conc: 0.0996 ng/aL 1.1004 Calculated Conc: N/R 1.10e5
. Date: 11/5/2009 Acq. Date: 11/8/2009
. Time: 5:36:33 PM 1.0504 ACq. Time: $:36:3) PM 1.05e%
DOed 1.0008
Lified: No " Modified: ¥o
Proc. Algorithm: Analyst Classic 3500.00 Proc. Algorithe: Analyst Classic 9.5004
Bunching Pactor: Bunching Pactor: 1
Noise Threshold:; 15.73  cpa 9000.00 Naise Threshold: 140.21  cps 9.00e4
‘-ea Threshold: 78.65  cps 8500.00 Area Threshold: 701.07  cps B.5084
. Swooths: 1 ! Num, Swooths: 1
. Widehy 0.10 £000.00 sep. Width: 6.20 8.0084
. Height: 0.01 Sep. Height: 0.01 5084
Peak Ratio: 5.00 7500.00 rxp. Peak Ratic: 5.00 7
Exp. Adi. Rn:nx 4.00 7000.00 :xp, cdi, Ir:u:o: ;.on 7.0004
Exp. Val. Ratio: 3.00 xp. Val. Ratio: .00
RT Hindow: 10.0 e §_5500.°0 RT Window: 30,0 aec 3 8.5004
Evpectsd RT: 1.06 min " 8000.00 Expected RT: 4.06 min ) 8.0084
Relative RT: No Use Relative RT, ¥o
5500.00 5.5004
. Type: Base To Hase Int. . Daxa To Base 2
antion Time, 1.99  min = 5000.00 Retention Time: 3.99  min £ 50004
n;:a;‘ 317967 counts 4500.00 :z:u;} 12714:s counts 4.5084
Height : 11514 cpe eight 114750 cps
start Timac 3.3 ain 4000.00 Start Tise 1.94  min 4.00e4
End Time: .21 win 3500.00 End Time: 4.18  min 1504
3000.00 3 C0s4
2500.00 2.50u4
2000.00 2.00e4
1500.00 15084
1000.00 1.0004
500.00 5600.00
. s00 489 519 713741 o
2 ‘4 s ’ 2 4 3 s
= e s mana— o tt—
Sample Name: "S833617"  Sample ID; "Cakibrstion Standard, 0.2 ng/mL"  File: Sample Name: "SS33817"  Sample ID: "Caltwation Standard, 0.2 ng/mL”
Prak Name: “PFOS”  Mass{st): “499.0/60.0 amw” Poak Name: “13CPFOS(M+4XISY" Mass{es) “503.0/80.0 amu®
Commaent =  Annotstion: Cormmant ™ Annotation: ™
ole Index: 3 samples Index 3
ple Type: Standard 399 Sample Type: dcandard 400
cantration: 0.200 ng/wl 2204 Concantration: 1.00 ng/mL
culated Conc: 0.19¢ ng/mbL calculated Concs N/A 1.1085
.. Datas: 11/5/200% 214 heq. Date: 11/5/2009 505
Acq. Time: $:48:37 PM 2.084 Acq. Tima: 5:48:37 PM 1,050
1.0005
HModified: Ko 1.9e4 Modified: No
~ ac. Algorithm: Analyst Clamsic 1808 Proc. Algoriths: Analyst Claasic 9.5084
ching Pactor: 1 E Bunching Factor: 1 0.
aa Threshold: 15.73  cpa 1704 Noise Thrashold: 140.21  cpe e
a Threshold: 78.6%  cps Area Threshold: 701.07  cps 8 5084
gmooths: 1 t6ed Rum. Swooths: 1
sep. Widch: 0.10 Sep. Width: 0,20 B8.00e4
Sop. Height: 0.01 1.5e4 sep. Height: 0.01 7 5084
Bxp. Peak Ratlo: 5.00 1404 Exp. Peak Ratio: 5.00
R¥m. Adj. Ratio 4.00 ) Exp. Adj. Ratior 4,00 7.00e4
. atio: 3.00 1304 . | #xp. val. Ratio: 3.00
W 30.0  aec = * | rt window: 30,0  sec 3 8.50u4
o 4.06 min P 12e4 Expected RT: 4.06 min > §.0004
RT: Ko g 1104 Use Relative RT: No E’ s
int. Type Bame To Base £ 1004 Int, Type: 8ase To Base 2 50004
Retention Time: 3.9  ain = Retantion Time: 4.00  win =
Ares: 73226 counts 9000.0 Area: 332455  counts 4.5084
gnt, 12370 cps 8000, Height: 115702 cpe
re Tima: .88 win 0 Start Time; 3.91  min 4.00e4
s Time: 4.20  min 7000.0 End Time: 4.21  min 35084
60000 3.00e4
5000.0 2.5084
4000.0 2.0084
3000.0 1.5004
2000.0 1.0084
1000.0 5000.00
0.0 T 0.00
2 4 6 8 2 4 8 8
Tima. min, Line. i,
¥ Sample Name: "SS33816"  Sampie ID. "Calitration Standard, 0.5 ng/mL™  File: “110508A wiff Sampie Name: "SS33616"  Sample 1D "Calibration Stendwd, 0.5 ng/mL”  Flle: “110509A wiff*
Jeak Name “PFOS”™  Mass(es). "499.0/80 0 armu” Peak Nama: “1ICPFOS(M+4)IS)"  Maes(es). "503.0/60.0 amu”
Tomment ™ Annotation: ™ Comment ™ Annotation: ™
‘ple Index. 3 sample Index: 3
ple Type: Standard 199 sample Type: Standara 199
Concentration: 0.500 ng/mL 5504 Concentration: 1.00 ng/aL
calculated Conc: 0,507 ng/mL talculated Conc: N/A 10588
Acq. Date: 11/5/200% Acq. bate: 11/8/2009
A, Time: 5:59:34 PM 5.084 Acq. Time: 5:59:34 PM 1 0085
Afied; No Modtfied, No 95004
.c. Algorithm: Analyst Classic 4504 Proc. Algorithm: Analyst Classic 90084
ching Factor: .oe: Bunching Pactor: 1
.0ise Threahold: 15.73 cpa Noise Threshold: 140,21 cps 8 50e4
Ares Tnreshold: 78.65  cps Area Threshold: 701.07 cpa
Num. Smooths: b 4004 Hum. Swooths: 1 8 00e4
Sep. Width: 0.20 3ep. Width: 0.20
Helght: 0.01 Sep. Height: 0.01 7.5004
Aoy Raties 100 3504 Ty aey Raciol  1le0 7.00e4
© . val. Ratios 3.00 Exp. Val. Ratio: 3,00 8 5084
. Window: 30.0 sec AT Window: 30.0 nec E
gxpectaed RT: 4.06 min §' 30e4 Expeacted RT: 4.06 min 3 6.0004
Use Relative RT: Na g Use Relative RT: No § 5.5004
- Type: Base To Base 2 2504 int. Type: Base To Base 2 5.00e4
ention Time: 3.99  min = Retention Time: 3.99  ain =
a: 178604  counts Area: 319945 counts 45004
3:‘%»- 55;;;0 cp:xn 2004 :2:3?%‘..} ”027;4 Cp:sn “
End Time: 4.24  min End Time: 4.20  ain 3 50e4
1.5e4 3.00e4
2.50e4
1.0e4 2.00e4
15004
5000.0 10064
X 5000.00
: 0o 0.00
2 4 8 L3 2 4 ]
Jime min Jime, mn
Research, Inc.
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‘lyst Version:
rinting Time:

1.4.2

8:52:25 AM
rinting Date: Friday, November 06,

MPI Study: L19345

MPI Set No.:

2009

110508A

Operator:
Instrument No.:

Mark Neeley

LC/MS/MS #9

Tamete Mame. "SS33615"  Sampie 1D -Calibration Standad, 1.0 ng/mL"  Fae; - 110508A. Wil
Seak Name: "PFOS™  Mass(ss). "499.0/80.0 amu”

~ Jomment
sample Indexc
sample Type:
Concentrations
© "rulated Conc:
Date:
Tima:

tEied:
Proc. Algorithm:
Bunching Pactor:
Noise Threshold:
+.s8 Threshold:
. Smocths:
. Width
. Height:
Peak Ratio:
vxp. Adj. Ratio:
Exp. Val. Ratio:
RT Window:
Expectad RT:
Relative RT.

. Type:
ention Time:

Annotation:

4
standard
1.00 ng/al
1.01 ng/ml
11/5/2009

6:10:31 PH

No
Analyst Classic
1
15.73  cps
78.6% cps

w
ZAOWANO Qe
°
°

o sec
06  min
o

intensity, cps

Base To Base
4.00 win

nadny 164800  counts
Height : 108831 cps

start Time: 3.87  win
End Time: 4.22  wmin

1.0505 ]
10005
9.5004
9.0004
8.5004
8.0004
7.5084
7.0004
6.5004
6.0004
5.5004
5.0064
45004
40084
35064
30004
25064
20084
15004
1.0004
500000

000

4.00

Sample Index:
sample Type:
Concentration:
calculated Conc:

Modified:

Proc. Algorithm:
Bunching Factor:
Noise Threshold:
Area Tnreshold:
Mum. Smooths:
Sep. Width:

gep. Helght:
2xp. Peak Ratio:
Exp. Ad}. Ratio:
Exp. val. Ratio:
RT Window:
Rxpacted RT:

Use Relative RT:

I Tampie Name. "S933614  Semphe 1D, “Cabbration Standard, 2.0 ngimi-

Paak Name: ‘PFOS"  Muss(os). "489.0/80.0 amu'
Annotation: ™

1
Standard
1.00 ng/mL
N/N
11/5/2009
£:10:131 PK

Ho
Analyst Classic
1
140.321 cps
701,07  cps
1
0.30
0.01
5.00
4.00
3.00
30.0 sec
4.06  min
No

Int. Type: Basa To Bass
Retention Time: 3.9 min
Area: 328714 counts
Height: 116088 cpa

grarc Time: 3.94  min
End Time: .18 min

Intensity, cps

Poak Nume: "13CPFOS(M+A}ISY*  Mses{es): “503.0/80.0 anw”

' Sampie Name: "5833615" Sample 10 "Calitration Standard, 1.0 ng/mL”™  File: "110509A. wff™
Comment ™ Annotation: ™

11005
1.0585
1.00¢5
9.5084
9.0004
85084
8.00s4
7.5084
7 0led
65084
6.0084
5.5084
5.0004
4.50w4
4 00w4
3.5004
3.00e4
2.5084
2.00e4
1.50e4
1.0084
5000.00
0.00

2 4

P
Comment ™ Annotation:

Semple Name: "SS33814"  Sampie 1D, "CaRbrton Standerd, 2.0 ng/mL-  FRe; -1 105004, wiff*
sak Neme: “13CPFOS(M+4}IS)"  Mass{es). “503.0/80.0 anes”

Comment ™ :
ple Index: H zample Index: 5
vle Type: standard 199 Sample Type: standard 299
csntration: 1.00 ng/mL 2165 Cconcentration: 1.00 ng/mL 1.10e8
culated Conc: 2,00 ng/mL Calculated Conc: /A
. Date: 11/5/200% 2.085+ Acq. Date: 11/5/2009 10505
Acq. Time: 6:21:29 PN 1 9e8 Acq. Time: 6:71:29 PM 1.000%
Moditied: No 18e5 Modified; Ho 9.5004
~.ac. Algorithw: Analyst Clasaic Proc. Algorithm: Analyst Classic
ching Factor: 1 1.7¢5 #unching Factor: 1 9.00e4
se Threshold: 15.73  cps Noise Threshold: 146,21  cps 55004
a Threshold: 8,68 cpe 1.605 Area Threshold: 701.07 cps
3 h 1 Num. swooths: 1 0084
sep. w:::;;h 0.20 1.505 s:9. N::th:. 0.20 8
Sep. Height: 0.0t 1 405 Ssep. Helght: o.01 7.5004
sxp. Peak Ratio: 5.00 Exp. Peak Ratio, 5.00 7 0004
Zxp. Adj. Ratio: 4.00 1.3e5 xp. Adi. Ratio, 4.00
Val. Retio. 3.00 Exp. Val, Ratio: 3.00 8.5004
Window: 30.0 sec s 1265 RT Window: 30.0 ssc 8
acted RT: 4.06  win 4 1165 Expected RT: 4.06 ain > 6.0084
Relative RT: No ? e Use Ralative RT: ¥o S- 5.5004
1005
Int. Type: Base To Base 2 Int. Type: Base To Dase 2 50004
Retention Tiwe: 1.99  m®in ~ 9.0e4 Retention Tioe: 3.99  min =
Area: 701769  counts 5004 Area: 321743 counts 45084
ght: 211930 cps 3 Height: 111168 cps 00
T Tise: 3.87  min 7004 Start Tima: .94  min 4
Time: 4.39  min End Tioe: 4.18  =mip 3.5004
8.0e4
3.00e4
S0u4 25084
4.084 2.0004
3.004 1 5004
2.004 1.0084
1.0e4 500000
0.0 T 0.00
2 4 8 2 4
i1} Time men,
a— —e ——
¥ Sample Name: “S833813°  Sampie 10: *Calibration Standard, S5.0nghm"  File: “110500A wiT" Sample Name; "SS33613%  Ssmple (D: “Calibration Standard, 5.0 ng/ml”™  Fite: “110509A. widf"
Senk Name: “PFOS"  Mass(ex): “489.0/80.0 amu” Peak Name: “13CPFOS{M+4}IS)"  Mass{es): “503.0/80.0 s
Somment ™ Annotation: ™ Comment = Annotation: ™
ple Index: 6 sample Index: 3
ple Typs: standard Sample Type standard 399
Concentration: 5.00 ng/mL Concentration: 1.00 ng/al ¥
calculsted Conc: 4.98 ng/mL 5.065 Calculated Conc: N/A 105e5
ACq. Date: 11/5/200% Acq. Dats: 11/5/200%
F . Times 6:32:27 oM Acq. Time: §:32.27 BB 1.00e5
4.5¢5 £
1tiad; No Modified: No 9.5004
. Algarithe: Analyst Clamsic Proc. Algorithm: Analyat Classic s
ching factor: 1 Bunching Factor: 1 00e4
noiss Threshold:  15.73  cps 4005 Koise Threshold: 140.21  cpm 8.5084
Area Threshold: 7865  cpa Area Threshold: 701.07  cpm
Hum. Swooths: 1 Num, Smoothm: 1 8.0004
Sap. Width: 0.20 Sep. width: 0.20
Height: 5. 01 3.585 Jep. Height; 0.01 7 S04
Peak Ratio: 5.00 Exp. Peak Ratio: 5.00 7 00ad
Adj. Ratio: 4.00 Exp. Adj. Ratio: 4.00
. val. Ratio( 3,00 3 0a5 Exp. Val. Ratio: 3.00 8.50e4
Window: 0.0 sec RT Window: 0.0 sec
Bxpacted RT: 4.06  win § Expected RT: 4.06 nin g‘ 6.00e4
Use Relative RT: ¥o Use Relative RT: No Z
§ 2505 § 55004
. Type: Base To Base : Int. Type: Baae To Base 3 500e4
ention Time: 3.9%  wmin = Retention Time: 3.99  min =
a: 1710276  counts 2.0e5 Arsa: 315704  counts 45004
ght: 511413  cps ) Height 110140 cps 4.0004
rt Time: 3.84  min stare Ti 3.91  min
End Time: 4.43 min End Time: 4.21 win 3.50e4
1.508 3 00ad
25084
1.0e5 2.00e4
15004
5.0e4 1.0004
5000.00
0.0 0.00
2 4 2 4
N Time. min Lme. min

' Research, Inc.
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~Jdyst Version: 1.4.2
‘rinting Time: 8:52:25 AM
rinting Date: Friday, November

MPI Study: L1934S
MPI Set No.: 110509A

06, 2009

Operator: Mark Neeley
Instrument No.:

LC/MS/MS #9

sampls Name. "Methsnol Wash”™

Sampte ID; "Methano! Wash®

’a-k Nam- “PFOS* Ms.(n) "489.0/80.0 amws”
Annotaton: ™

7
solvent
0.00 ng/mL
N/A 140
11/5/2009
§:43: ]
43:25 130
Yes
120
10
100
90
% 80
H
H 70
E
40
30
20
10
o4

e g
File: ™1 10509A. wifl™

2

l Sample Name: "Methancl Wash®  Sample ID: "Mathenol Wash™  Fie: “110500A wit

Peak Name: '13CPFOS(M*4)(|S)" Mass{es): "503.0/80.0 amws”
Annotation; ™

Commant ™
Sample Index: 7
Sample Type: solvent
concentration: 1.00 ng/mL
Calculated Conc: /A 140
Acq. Date: 11/5/2009
Acq. T 6:43:25 PM
cq we: 4 130
Hodified: Yes
120
110
100
90
|}
Z
s o
37
40
m
30
20
228
10 l 328,
o L

TP R T T Ty T T Ty e TR T Ty Lme.mip,
Sampie Name: "Methanci Wash™  Sample ID: "Methanol Wash™ Fre: ~110508A will" Sample Name: "Methenol Weth®  Sample 1D: “Methancl Wash  Fie. ~110508A. wilt
Pesk Name: "PFOS‘ Mnu(n) "499.0/80.0 armu” Peak Name: “13CPFOS(M+AYIS)  Mass{es). “503.0¢80.0 smu”
Comment ™ Comment " Annotation: ™
~--~pla zndax, n Sample Index: @
ple Type: Solvent an Sanple Type: solvent 5134
cencration, 0. 00 ng/at 487 Concantration: 1. 00 ng/eL
culated Conc: 8/A Calculated Cone: L2723
. Dats:; 11/5/2009 130 Acq. Date: 11/5/2009 140
Acq. Tima, §:54122 VM Acq. Time: 5:54:231 PM
Hodified: Yen 120 s Modified: Yes tae
110 120
n
100 0
100
%0
3 8
. 5. .
g i
s § 7
z 80 x
50
50
40 3.4 © 3.57]
30 3,33 30
20 1.01 20 |
049 136 224 i
104 % ‘“ 10 267324
o J ‘L I ¥ Al !}L U
4 L]
Time, min
¥ Sample Nare. "Contiol  Sample ID. -MCA4311 Deer Serum Control’ Fie: ~110508A witF Sample Name: "Contro¥”  Semple ID: "MC4311 Doer Ssrum Contror File: ~110508A witf”
ek Name: "PFOS" M'u(u) "498.0/80.0 amu” Peak Nema: 'UCFFOS(M*Q(IS)‘ Muss{es). “503.0/80.0 ami”
Commant "™ Annotation: ™ Comment =  Annctation
ple Index: ) Sample Index: s
ple Type: Unknown 423 Sample Type: Unknown 399
“oncentration; /A Concantration 0,250 ng/mL
*alculated Conc: ©.0771 og/aL 600 431 Calculated Conc: L7
\cq. Date: 11/8/2008% Acq. Date: 11/5/2009 2604
. Time: 7:05:18 PM Acq. Tima: 7:05:18 BM .
550
ified; No Modified: 2.4e4
«©. Algorithm: Analyst Classic Proc. Algoriths: Analyst Classic
ching Factor: 500 Bunching Factor: 1
wide Threshold: 15.73  cpe Noise Thrashold: 140.21 cpa 22e4
\rea Threshold: 7¢.65  cps Area Threshold: 701.07 cps
lum. smoctha¢ T 450 Nus. Smooths: 1 2024
iep. Width: 0.20 Sep. Width: 2,10
Height: 0 01 Sep. Height: 0.01
Peak Ratio: 5.00 400 Exp. Peak Ratio, $.00 1.8e4
. Adj. Ratio: 4.00 Exp. Adj. Ratlo: 4.00
. val. Ratio: 3.00 Exp. Val. Ratio: 3.00 "
Window: 0.0 sec g aso 3.9, RT Window: 0.0 sac 8 16
‘xpected RT: 4.06 min A Expected RT: 4.06 min A
!se Relative RT: No E’ 5 Use Relative RT: No i 1.4e4
a0
Type: Base To Base 2 Int. Type: Base To Base 2
encion Time: 31.99  win = Retention Time: 1.9%  min = 1284
a: 1278 counts 250 Area: 78792 counts
ght: 324 cps 488 Height, 27766  cps 1084
£t Time: 1.96  sin sStart Time: 3.4 min
ind Time: 4.11  ain 200 £nd Time: 414 min
8000.0
150
6000.0
100
73
8'33 8.09 4000 0
6.11
3 b
50 25 84, 2000.0
212
‘ .
! Y V.U A.AAL\ ah Auta oo L
o 4 8 2 4 5
Time. min Jima min
Resgearch, Inc.
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\lyst Version: 1.4.2

rinting Time:
rinting Date:

Friday,

8:52:25 AM

November 06,

MPI Study: L19345

MPI Set No.:

2009

110509A

Operator:

Mark

Instrument No.

Neeley

¢ LC/MS/MS #3

Jample Name. "LCS A" Sample ID: “MC4311 Deer Serum Spike A, 10 ngfmL”
Seak Name: "PFOS™  Muss(es): "489.0:80.0 amu”
mmaent Annctation,

2ol -
iampla Index;
lawple Type:
‘oncentration:
“~Yculated Canc:
. batw:
. Times

ifted:
?roc, Algorithm:
sunching Fector:
doipe Threshold:
srea Threshold:

. Smooths:

. Wideh

. Height:

. Peak Ratio:
axp. Ad}. Ratior
ixp. val. Ratio:
RT Window:
expected RT:

Relative RT:

. Type:
ention Time:
as

Heighe :

Ftart Time:

ind Time:

45685

10

QC

10.0

10.6
11/5/2009
7116¢16 PM

ng/ml
ng/mL

Ne

o sec
06 ain
o

Basa To Base
3.89 win
counts
cps
win
nin

11600
3,84
4.10

Intensity, cps

“110500A wiHT

Sampte Name: 'LCS B Sample ID; "MC4311 Dear Serum Spike B, 50 ng/mL”
Poak Nams: "PFOS"

Mase{es): "499.0/80.0 smus”

Comment ™ Annotation: =~

~~apla Index:
ple Type:

, centration:
culated Conc:
. Date:

Acq. Time:

Aodified:
Proc. Algorithm:
ching Factor:

11
qc
50.0 ng/mb
49 .4 ng/mL
11/5/2009

7:27:14 PH

No
Analyst Classic
1

se Threshold: 15.73  cpa
a Threshold: 18.6%  cps
. smooths: 1
sup. Width: 0.20
Sep. Helght: 0.01
Exp. Peak Ratio: 5.00
Exp. Adj. Ratio: 1.00
. val. Ratio: 3,00
#indow: 10,0 swc
acted RT: 4.06 min
Relative RT: No
int. Type: valley
Retention Time: 4.00  min
Area: 242261 counts
‘ght: 70406 cps
Te Time: 3.87  win
Timer 1.26  min

Intensity, cps

I Sampie Nams: "LCS A”

Sampla 1D "MC4311 Dosr Serum Spike A, 10 ng/mL”
Peak Name: "13CPFOS(M+4XIS)*  Mosa{es) “503.0/80.0 amu”™
Commant ™™ Annatstion: ™

sawple Index: 10
199 Sample Typs: Qc )
| Concentration 0.500 ng/mL !
calculated Conc: /A
1.304 Acq. Datet 11/5/2009 28e4
Acq. Time: 7016116 PN
1264 2404
Modified: Ho
Proc. Algorithm: Analyst Clasaic
1104 Bunching Factor: 1 2204
Noise Threshold: . .
Area Threshold: .
1.004 Num, ymoaths: 1 2.004
Sep., Width: 0.20
9000.0 Sep. Height: 0.01 1884
Bxp. Peak Ratio: 5.00
Exp. Ad). Retio: 4.00
8000.0 TXp. Val. Ratio: 3.00 1.804
RT Window) 30.0 sec 5
gxpected RT: 4.06 min >
7000.0 Use Relative RT: No § 14s4
Int. Type: Base To Base
6000.0 Retention Time: 3,99  min £ 1204
Axea: TB483 counts
5000.0 Height: 27696  cpa 1.004
start Time: 3.94  amin
End Time: $.14  ain
4000.0 8000.0
3000.0 6000.0
2000.0 4000.0
1000.0 2000.0 L
0.0 0.0
2 8 2 4 8 8
"Sample Name: "LCS B*  Sample 1D “MCA311 Dest Seium Spike B.S_OLWML' Fi
Peak Name: “13CPFOS(M+4XIS)* Macs(es): “503.0/80.0 amu”
Comment ™ Apnatation. ™
sample Index: 11
sseple Type: ac
400 Cancentration: 0.500 ng/mL 3204 400
calculated conc: R/A 1
B8.504 Acyg, Date: 11/5/2009 3004
Acg. Time: 7:27:14 PM
6084 Modifiea: o 2804
pProc. Algorithm: Analyst Classic
5 504 Bunching Factor: 1 2684
Nolse Threshold: 140.21  cps
Area Threshold: 7031.07 cps 2,484
5.004 Nuw. Smooths: 1
Sep. Width; 0.20
Sed Seap, Height: 0.01 2204
4. Exp. Peak Ratio: 5,00
Exp. Adj. Ratios 4.00 2004
40ed Exp. val. Ratio: 3.00
RT Window: 0.0 sec § 1.8ad
@xpected RT: 4.06  min >
3.5e4 Use Relative RT: No g 1604
Int. Type: Baws To Base £
3004 Retention Time: 4.00  win £ 4w
Araa: 20148 counts
2.504 Height: 33251 cps 1204
Start Time: 3.95  min
End Time: 4.1 min 1.004
2.004
8000.0
1.524
6000.0
1.0ed
. 4000.0
5000.0 2000.0 L
0.0 T 0.0 +
2 4 ] 2 6 L]

W Sample Name 'L19345-2 Spk C7  Sample iD: "Dowr #7 3.5 yr male-serum Spike C, 1000 ng/ml, DF=507  Fil
‘eak Name: "PFOS"  Mass{os), "499.80.0 amu”

Sommant ™ Annotation. ™

Posk Name: “13CPFOS(M+4XIS)  Maes(es): "503.0480.0 amw”
Comment ™ Annctstion. ™

I Sampls Name. “L19345-2 Spk C" Sample ID: "Deer # 7 3.5 yv male-serum Spike C, 1000 ng/mi. DF=50" Fil “TTO500A Wit

ple Index: 12 sample Index: 12
ple Type: Qc 199 sample Type: Qc 199
Concentratlon: 1000, ng/mL Concentration: ©.500 ng/mL
calculated Conc: 1350. ng/nL 7.004 calculated Conc: N/A 5564
Acq. Date: 11/5/2009 Rcg. Date: 11/5/29009
Acq. Times 7:39:13 PM & 5ud Acq. Time: 7:38:12 PH
LE1ed: No Hodified: Bo 5004
c. Algorithm: Analyst Classic 6.084 Proc. Algorithw: Analyst Clamssc
ching Factor: 1 Bunching FPactor: 1
~uise Threshold: 15.73  cps HWoise Threshold: 140.31  cps 4.504
Acea Threshold: 78.65  cps 5504 Araa Threshold: 701.07  cps
Num. Smooths: 1 Mus. Swooths: 1
Sep. Width: ¢.20 5004 Sep. wWidth: 0.20 4 Qnd
Heignt: 0,01 Sep. Hesght: 0.01
peak Ratio: 5.00 Exp. Peak Ratio: 5.00
Ad). Ratio: 4.00 4504 BRxp. Ad}. Ratio: 4.00 3504
. val. Ratio: 1.00 Exp. Val. Ratio: 3.00
Window: 30.0 aec B 404 RT Window: 10,0 sec 3
Expected RT: 4.06 min 1 Expected RT: .06 min a4
Uss Relative RT: No §~ Use Relative RT: No i
3 Ged
~. Type: Base To Base g Int. Type: Base To Base 2
ention Time: 31.9%  min 3.004 Recention Time: 3.9 min = 25e4
a: 240080  counts Area: 161940  counts
aht: 72318 cps teight, 57377 cps
rt Time: 3.88  @in 2504 Start Time: 2.9  min 2.004
End Time: 4.21  min End Time: 1.16  win
2004 1 5e4
1.5e4
1.004
1.004
5000.0 seo0.0
0.0 0.0 T
2 4 8 2 e 8
Tine, min Time. min
Research, Inc.
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ilyst Version: 1.4.2 MPI Study: L19345 Operator: Mark Neeley
rinting Time: 8:52:25 AM MPI Set No.: 110509A Instrument No.: LC/MS/MS #9
rinting Date: Friday, November 06, 2009

sample Name: “L18345-27  Sample ID: "Deer #7 3.5 yr male-serum, DF=50" Fite; "110508A.wifT" Sampis Name: "L18345-2°  Sample ID: "Daer # 7 3.5 y7 mele-serum, DF=50°  File: “110308A. wiff"
Jaak Nama: "PFOS*  Mess{es): “469.0/80.0 amu” Poak Name: "1ICPFOS(M+AXISY"  Mass(es). “503.0/80.0 smu”
- <a - Annotation: Commaent ™  Annotstion: ™
3ampl 13 Sample Index: 13
amply Unknown 199 Sample Type: Unknown 109
“once: R/A concentration: 0.500 ng/mL
“eul §73. ng/mL 3dee Calculated Conc: N/ 5.5e4
. 11/5/2009 Acq. Data: 11/5/3009
I 7:49:11 P 3204 Acq. Tiee: 7:49:11 PM
5.0u4
‘ified: No 3084 Hodified: No
froc. Algorithm: Analyst Classic Proc. Algorithm: Analyst Claseic
sunching Factor: 1 2804 Bunching Factor: 1 4504
Hoise Threshold: 15.73  cps Noise Threshold: 140.21 cps
Threshold: 78.65  cps 2,604 Area Threshold: 701.07 cps
. Swootha: 1 : Num. smooths: 1
. widen: 0.20 sep. Width: 8,20 40e4
7. Height: 2.01 Zded Sep. Hueight: 0.01
.. Peak Ratio: 5.00 27¢4 Exp. Peak Ratio: 5.00
kxp. Adi. Ratior 4.00 - zxp, 3‘”1‘ :a:io: ;A;: 3504
Exp. Val. Ratio 3.00 xp. Val. Ratio: .
*7 Window: "l sec 3 2004 RT Window: 0.0 sec 8
Expected RT: 4.06  min ] Bxpected RT: 4.06  min 5 304
- Relative RT: Ho § 1.8e4 Use Relative RT: No
. Type: Base To Dase £ 1.6e4 int. Type: Base To Base 2584
ention Tima: 3.929  min Retention Time: 3.99  min =
[ T Y 117918 counts 1.4e4 Area: 159788 counts
Helght: 35078 cps Height: 56315 cps 2.084
start Time: 3.47  min 1204 start T¢ 31.94  win :
Znd Time: .38 win End Time: 4.17  min
1.004
1504
800D.0
6000.0 1.0e4
4000.0
5000.0
2000.0
0.0 0.0
2 2 4 8
s ST W s
Semple Name: "L18345-2 Dup®  Sample ID; "Deer #7 3.5 yv mals-serum Dupiicate, DF =507 Sample Name: "L18345-2 Dup™  Sample ID: "Deer #7 3.5 yr male-serum Duplicats, OF =507 File. "1 10509A will”
Pouk Name: "PFOS™  Mass{es). "499. 0/80.0 amu™ Peak Neme: “13ICPFOS{M+4XIS)" Mass(es). "502.0/80.0 emui”
Comment ™  Annotation: Comment ™ Annotstion: ™
wle Index: 14 sample Index: 1"
ple Type Unknown 399 saepls Type: Unknown 198
«centration: N/A concentration: 0.500 ng/mL
culated Conc: 673, ng/mL 3404 calculated Concy N/ 5504<|
|. bDates 11/8/2009 Acq. D:tt: :145/::0:
o Acg. $00:10 PH
Acq. Time: §100:10 P® 3,204 cq. Time: sous
Modified: No Modified: ¥o ’
~-nc. Algorithm: Analyst Classic 3.004 Proc. Algorithm: Analyst Classic
\ching Pactor: 1 Bunching Factor; 1
se Threshold: 15.73  cp 2.804 Koise Threshold: 140.21  cps 454
a Threshold: 78.65  cps 2.604 Area Threshold: 701.07 cps
V. Smootha: 1 2 Num. gmooths: 1
Sep. Width, 0.20 Sap. Width: 0.20 4 Oed
Sep. Height: Q.01 2.4e4 Sep. Haight, 0.01
Exp. Peak Ratio: 5. 00 Exp. Peak Ratio: s.00
Exp. Ad}. Ratio: 4.00 2.204 sxp. Ad), Ratio: 4.00 3584
Ratio; 3.00 Exp. Val. Ratio: 3.00
30.0 sec § 2.004 RT Window: 30.0 zec §
4.06 min a ®xpected RT: 4.06 nin 7 30wd
RT: No Z 1Bed Use Relacive RT: No g
Int : Base To Base é 1804 Int. Type: Base To Dase 2 2,504
Retention Time: 3,99 min Retencion Time: 3.9% min = :
Area: 120178 counts 1404 Area; 162619  counts
ight: 35601 cps Height: 56620 cpu
irt Time 3.87  min 1 2e4 Start Time: 3.9 ain 2.0ed
3 Time: 4.18  min £nd Time: 1.1 ain
i 1084 1504
8000.0
6000.0 1.004
4000.0
$000.0
20000 °
0.0 1]
2 2 4
e Jima mio — Tims. mi
™ Sample Nama: "S533615”  Sample ID; "CCV, 1.0 ng/mi” Sample Name: "3533815"  Sampin 1D: "CCV, 1.0 ng/mi”  Fie: "110508A wilf"
Peak Nama: "PFOS”  Mass(es). "499.0/60.0 amu” Peak Name: "13CPFOS(M+4)X1S)"  Mass{es). “503.0/80.0 amu”
Comment. ™ Annoteton: ™ Comment ™  Annotation. ™
wple Index: 15 Sample Index: 15
wpla Types Q¢ 199 sample Type: ac 198
Concentration: 1.00 ng/mL Concentration: 1.00 ng/eL
calculated Conc: 1,02 ng/eL 1.1085 calculated Conc: N/A 11085
Acq. Date: 11/5/2009 Acq. Date: 11/5/2009
*mq. Time: 8:11:109 PM 1.0508 Acq. Time: 8:11:08 PHM 10585
1.00eS
Jifiad: No Hodsfied: o 1005
2. Algoritha: Analyst Classic 9.50a4 Proc. Algorithm: Analyst Classic 9.5004
whing Factor: 1 Bunching Factar; 1
Noise Threshold: 15,73 cps 9004 . Noise Threshold: 140.31  cps 90084
Arsa Threshold: 78.6% cps 8.5004 Area Threshold: 701,07 cps 8.5084
Num. Smooths 1 Num. Smooths 1
S:p4 wWidth: ' 0.20 8.00e4 Sep. Width: ' 0.20 8.00e4
>. Height: a.01 7.5084 Sep. Helight: o.01 7 5004
5. Peak Ratio: 5.00 Exp. Peak Ratio: 5.00
5. Ad). Ratio: 4.00 7 00a4 Exp. Adj. Ratio: 4.00 7 00ad
y. val. Ratio: 3,00 6.5004 Exp. Val. Ratio: 3.00
.. Window: 10.0 aec § RT Window: 30.0 sec § 65004
Expacted RT: 4.06  min ' 60064 Expected RT: 4.06  min 60064
Dse Relative RT: Ro £ 550 Use Relative RT: No z
-5084 5.5004
1. Type: Base To Base 3 Int. Type: Base To Bawe 5
‘ention Time: 3.95  min £ 50004 Retention Tinec 3.5%  win 5 50004
a 3174895 counts 4.5004 Area: 316883 counts 45004
ight 114058 cpa Haight: 115496  cps
e Time: 1.85  min 4.0004 Start Time: 3.92  win 4.0004
End Time: 4.13  ain 3504 End Time: 4.1 min 3.50e4
3 00e4 3004
25004 2.5084
20084 2 00e4
15084 1 504
10004 1 DOed
. 5000 00 5000.00
' 000 000
. 2 4 2 4 [
Time mn Lime. oun
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BIORECLAMATION INC.
123 FROST STREET
WESTBURY, NEW YORK 11590

516-483-1196 FAX 516-483-4683
E-MAIL:techs@Bioreclamation.com

CERTIFICATE OF ANALYSIS

PRODUCT: DEER PROJECT
CATALOG # DER-PROJECT
LOT# DERBREC.101 —- DERBREC.103
STORAGE TEMPERATURE: -20° C OR COLDER

DATE: 10/21/09

PURCHASE ORDER: SC11-04103
PROJECT NUMBER: 1061420

PRESENTATION:

1. 100 ML SERUM  mc #4/(/mC43/2

LOT: DERBREC.101

2. 1 DEER LIVER mc 4513
LOT: DERBREC.102

3. 500 G DEER MUSCLE ¢ 43+
LOT: DERBREC.103

FILTRATION: NONE
EXPIRATION: 10/2011

BIOHAZARD INFO: THIS MATERIAL SHOULD BE HANDLED
AS IF CAPABLE OF TRANSMITTING INFECTIOUS AGENTS. PLEASE
USE UNIVERSAL PRECAUTIONS.

THIS PRODUCT IS BEING SOLD FOR RESEARCH AND, OR MANUFACTURING PURPOSES ONLY. IT
IS NOT TO BE USED IN HUMANS ORANIMALS. FOR IN VITRO USE ONLY. THE USER ASSUMES ALL
RESPONSIBILITY FOR ITS USAGE AND DISPOSAL, IN ACCORDANCE WITH ALL REGULATIONS.




PLEASE FOLD THIS SHIPPING DOCUMENT !N HALF AND PLACE T IN A WAYBILL POUCH AFFIXED TO YOUR SHIPMENT SO THAT THE BARCODE PORTION OF THE LAEEL CAN BE
— READ AND SCANNED, " WARNING:.USE ONLY THE PRINTED ORIGINAL LABEL FOR SHIPPING. USING A PHOTOCOPY OF THIS LABEL FOR SHIPPING PURPOSES 13 FRAUDULENT .
AND COULD RESULT IN ADDITIONAL BILLING CHARGES, ALONG WITH THE CANCELLATION OF YOUR FEDEX ACCOUNT NUMBER.

From: ™ Origin ID:RMEA ™ (516) 483-1196 FedEX(
L ]

GLENN FRUCHTNIS

BIORECLAMATION INC.
123 FROST ST
WESTBURY, NY 11530

Ship Date: 200CT09
ActWgt: 5.0 LB MAN
Systemd#; 387072/CAFE2361
Account#: § 011515100

Bry ke, 05 KGS

Delivery Address Bar Code

|

LAV

SHIPTO:  (814) 2318032 BiLL SENDER } Ref #

PAUL CONNOLLY invoice #

MPI RESEARCH (EXYGEN) Popi

3048 RESEARCH DRIVE

STATE COLLEGE, PA 16801
STANDARD OVERNIGHT WED

Deliver By:
TRK# 9887 6350 1371 &v NS )
PIT AA

16801
DSR-ICE

-PA-US

NA SCEA

I

|
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